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(54) Powder composition, a dispersion of powder in oil, and a cosmetic preparation comprising 
polyglycerine modified silicone 



(57) The present inventon is a powder composition 
comprising silicone according to tlie following formula 
(1 ) and powder and/or a coloring agent, a dispersion of 
powder in oil in which the powder composition is dis- 
persed, and the cosmetics comprising same, 



er and is an organic group selected from the group con- 
sisting of C1.30 alkyi groups, aryl groups, arall<yl groups, 
fluorinated all<yl groups, ami no-substituted all<yl groups, 
carboxyl substituted alky I groups, or polyoxyalkylene 
groups, R2 is a polyglycerin derivative, and is orga- 
nosilicone. 



a'^^b'^^c2'0(4-a-b-c)/2 
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wherein R"" may be same with or different from each oth- 
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Description 

FIELD OF THE INVENTION 

5 [0001] The present invention relates to a powder composition comprising polyglycerin modified silicone liaving at 
least one silicone branch and powder and/or a coloring agent, to a dispersion of powder in oil, comprising said silicone, 
powder and/or a coloring agent, and an oily medium, and to a cosmetic comprising the same. 

PRIOR ART 

10 

[0002] Generally, secretions such as sweat, tears and sebum cause makeup runs. Especially, in suncut agents and 
makeup cosmetics, together with an oil agent contained in cosmetics, sebum secreted from skin excessively wets 
powder in cosmetics, which is a main cause for makeup runs. In order to reduce the amount of a cosmetic oil remaining 
on the skin, an attempt was made to use a volatile oil such as octamethylcyclotetrasiloxane or decamethylcyclopen- 

15 tasiloxane as a part of oil ingredients to be added. 

[0003] Rubbing and water are also an external factor causing poor coverage of cosmetics. In order to Improve such 
poor makeup coverage caused by substances which are soluble In sweat or water, or in order to prevent loss of water- 
soluble components or sebum from skin and to maintain a protective effect of skin, silicone oil has been added to 
enhance water repellency. Since silicone oils such as dimethylpolysiloxane have superior features such as light touch , 

20 excellent water repellency, and high safety when applied, they have been often used as an oil agent in cosmetics. 
[0004] On the other hand, pigments such as such as titanium dioxide, zinc oxide, and red Iron oxide, and powder 
such as mica and serlsite, are widely used in thefield of cosmetics, such as suncuts, nail colors, nail coats, foundations, 
mascaras, and eye liners. This kind of powder is usually treated with alumina, silica, oil, or metallic soap, or surface 
treated with organopolysiloxane to block surface activity or to provide water resistance, sebum resistance, and dls- 

25 perslbllity. 

[0005] Especially these years, use Is often made of organopolysiloxane which has a reactive site In the molecule. 
This is effective to Improve surface properties of powder and to block surface activity since this forms chemical bonds 
with powder surface. Other advantages of the treatment are that the treatment is performed without failure and that 
the treatment Is efficient since the agent does not leave off the powder surface when It is applied in solvent-borne 

30 cosmetics and change In the properties due to the treatment is minor. 

[0006] For Instance, Japanese Patent No. 271 9303 discloses a process for surface treatment, wherein 1 2 to 60 parts 
by weight of methylhydrogenpolysiloxane, relative to 1 00 parts by weight of powder are used. 
[0007] Japanese Lald-Open Patent Application No. 7-196946 discloses a process for surface treatment, wherein 
linear silicone modified with an alkoxy group at one end is used. As described above, powder treatment with reactive 

35 organopolysiloxane is generally known, but none of the prior powder treatment processes are satisfactory since there 
still remains such a problem that, especially in the case of a methylhydrogenpolysiloxane type of agents, such as 
methylhydrogenpolysiloxane and dimethylmethylhydrogenpolysiloxane, unreacted Si-H remains after the agent is ap- 
plied in the surface treatment, and then a hydrogen gas may arise when the so-treated powder is blended in a cosmetic, 
depending on the condition of the cosmetic. 

40 [0008] The powder surface-treated with silicone modified with an alkoxyl group at one end is less problematic in 
water resistance and sebum resistance when it Is used In pressed powder cosmetics, while the treatment effect Is not 
satisfactory when used in solvent-borne cosmetics. The reason for this may be that the silicone modified with an alkoxy 
group at one end has less reactive sites than a methylhydrogenpolysiloxane type of agents and, therefore, to powder 
surface remains untreated more when after treated with the former. When the powder thus treated is dispersed in oil, 

45 dispersibillty Is improved, but not satisfactory. 

[0009] Japanese Lald-Open Patent Application No. 10-316536 discloses a modified powder which Is treated with 
polyglycerin-modified silicone. However, the silicone has a linear structure and has insufficient redispersibility in oil to 
cause separation of a dispersion with time and poor re-dispersibility, and may sometimes lower the quality of products 
or user's satisfaction. 

50 [0010] Japanese Lald-Open Patent Application No. 2002-38013 discloses a powder composition treated with mod- 
ified silicone having an alcoholic OH group, such as triglycerol derivatives. There, triglycerol whose hydroxyl groups 
are protected with acetal is subjected to substitution reaction and then to de-acetone reaction, which results in a pro- 
longed preparation process and a reduced pot yield. Further, if the de-acetone reaction is insufficient and the resulting 
silicone is used In a cosmetic, acetone may arise with time to give unpleasant odor. 

55 

SUMMARY OF THE INVENTION 

[0011] The object of the invention is to provide a powder composition having blocked surface activity, good water 
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resistance, sebum resistance, less tendency to aggregation, and an excellent dispersibility in various oils and also to 
provide a dispersion thereof in oil and a cosmetic comprising the same which has a good stability with time and can 
meet user's satisfaction. 

[001 2] The inventors have made intensive studies in order to achieve the above object of the present invention and 
5 have found that the object can be achieved by a powder composition comprising polyglycerin-modif ied silicone having 
at least one silicone branch and powder and/or a coloring agent, a dispersion of powder in oil comprising such silicone, 
powder and/or a coloring agent, and an oily medium, and cosmetics comprising the same. 

[0013] The inventors have found that polyglycerin-modif ied silicone having at least one silicone branch according to 
the present invention has stable dispersibility in the oily medium since it has branched structure. Further, the alcoholic 

10 OH groups of the silicone are localized, so that the silicone has good absorption toward the powder and/or a coloring 
agent and does not separate from powder and/or a coloring agent. Thus the dispersion is stable with time. 
[0014] The inventors have found that especially when powder is surface treated with the polyglycerin-modif ied sili- 
cone having at least one silicone branch as a powder treatment agent, the surface activity of the powder can be blocl<ed, 
When this is used in cosmetics, and this gives a dry touch to the cosmetics, and long lasting makeup coverage on 

15 account of the good water resistance and good sebum resistance. Thus the inventors have completed the invention. 

DESCRIPTION OF THE PREFERRED EMBODIMENTS 

[0015] The polyglycerin-modif ied silicone compound having at least one silicone branch which is used in the present 
20 invention has the follwing formula (1). 

a'^^bR^cSiO(4_a_b_c)/2 C) 

25 [0016] Examples of include allcyl groups such as methyl, ethyl, propyl, butyl, pentyl, hexyl, heptyl, octyl, nonyl, 
and decyl; cycloalkyi groups such as cyclopentyl and cyclohexyl; aryl groups such as phenyl and tolyl; aralkyi groups 
such as benzyl and phenetyl; fluorinated alkyi groups such as trifluoropropyl and heptadecafluorodecyl; amino-substi- 
tuted alkyI groups such as 3-aminopropyl, 3-[(2-aminoethyl)amino]propyl; and carboxy I -substituted alkyI groups such 
as 3-carboxyproply. 

30 [0017] Some of R"" may be an organic group represented by the following general formula (2), -C^[-\2d - O - (C2H40)e 
(G3H60)fR^, R"^ is an organic group, C1.30 hydrocarbyl group or R^-(CO)-, wherein R^ is a C-1.30 hydrocarbyl group, 
[0018] Particularly, preferably at least 50 %, more preferably at least 70 %, of the whole R"" is methyl. Even 100 % 
of the whole R"" can be methyl. 

[001 9] The fonnula (2) represents a residue of alcohol or residue of adduct of alkenylether and d, e, and f are integers 

35 of 0< d< 15, 0 <e<50, and 0 <f <50. 

[0020] Specifically, when d = 0, the formula (2) is -O- (G2H40)e(C3HgO)fR4. If d = 0, e = 0 and U 0, the formula (2) 
represents a 0^.30 alkoxy group such as a lower alkoxy group such as methoxy and butoxy or a higher alkoxy group 
such as cetyloxy group, oleyloxy group, and stearloxy derived from cetyl alcohol, oleyl alcohol, and stearyl alcohol, 
respectively, or a residue of carboxylic acid such as acetic acid, lactic acid, butyric acid, oleic acid, stearic acid, and 

40 behenyl acid. If d = 0, e > 1 and f > 1 , it represents an alcoholic residue of alkylene oxide adduct of higher alcohol with 
a terminal hydroxyl group, If d > 1 , e = 0, and f = 0, d is preferably 3, 5, or 11 and then the formula (2) represents a 
residue of propyl ether, pentyl ether, or undecyl ether. More particularly, the formula (2) may be a residue of propyl 
stearyl ether, pentyl behenyl ether, or undecyl oleyl ether, depending on what R^ is. 

[0021] If d > 1 and e or f is not 0, an alkoxy or ester group is present, bonded via a polyoxyalkylene group in the 
45 residue presented by the formula (2). Preferably, d is between 3 and 5 regardless of the values of e and f. If d is 0, the 
organopolysiloxane is less resistant to hydrolysis and if d is 15 or more, the organosiloxane has a strong oily odor. 
[0022] R2 has the structure represented by formua (3) or (4), wherein R4 is a hydrogen atom, a C^.^q alkyI group, or 
an organic group having the formula, R5-(CO)-, R^ being a C^. 30 hydrocarbyl group. 

50 
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[0023] Q is a divalent C3. 20 hydrocarbyl group wliich may contain an ether or ester bond. Examples of Q include 
25 -(CH2)2-, -(CH2)3-, -CH2CH(CH3)CH2-, -(CH2)4-, -(CH2)5-, -(CH2)6-: -(CH2)7-, -(CH2)8-, -(CH2)2-CH(CH2CH2CH3)-, 
-CH2-CH(CH2CH3)-, -(CH2)3-0-(CH2)2-, -(CH2)3-0-(CH2)2-0-(CH2)2-, -(CH2)3-0-CH2CH(CH3)-, -CH2-CH(CH3)-COO 
(^^2)2", wherein s is an integer of 2 to 20, and t is an integer of 1 to 20. 
[0024] R3 is an organopolysilicone group having the general formula (5), 



I 

-CgH2g~ (SiO) h-SiR'3 (5) 
35 ii 



wherein, g is an integer in the range of 1 to 5. Especially when the organopolysiloxyl group is introduced via a reaction 
of vinylsiloxy group and a SiH group, g is 2. The letter, h, is an integer in the range of 0 to 500, preferably, of 1 to 50. 

40 If h is larger than 500, a problem may occur that its reactivity with a main chain is lower 

[0025] The above-described organopolysiloxyl group (5) can be introduced from siloxane with a vinyl group at one 
end which is prepared in an equilibration reaction between divinyltetramethyldisiloxane and hexamethyldisiloxane or 
octamethylcyclotetrasiloxane according to known methods or from a vinylsiloxane compound with a higher single ter- 
minal blocking ratio, prepared from ring-opening polymerization of hexamethylcyclotrisiloxane using a pentaligand 

45 silicon complex catalyst or an anionic polymerization catalyst. 

[0026] The silicone compound (1) according to the present invention may be easily prepared by addition reaction 
between organohydrogenpolysiloxane and, for instance, an allyl ether compound according to the following formula 
(i) or (ii), vinyl silicone compound according to the following formula (iii), or an alkylene compound such as hexene in 
the presence of platinum catalyst or rhodium catalyst. 

50 

CH2=CHCH2— O— (C2H40)g(C3H60)f— r"^ (i) 
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I 

CH2==CH- (S i O) h-S i R'3 (iii) 
I 

15 

wherein R"", R'^, e, f, h, and s have the same meaning as defined above. The organohydrogenpolysiloxane here may 
be either linear or cyclic. For smoother progress of the addition reaction, linear one is advantageous. 
[0027] The mixing ratio between the organohydrogenpolysiloxane and the total of the polyglycerin compounds ac- 
20 cording to the above general formula (ii), the silicone compou nd according to the above general fonnula (iii), the alkylene 
compound and the organic compound according to the above general formula (i) is such as to give a molar ratio of the 
SiH to the terminal unsaturated groups of 0.5 to 2.0, preferably 0.8 to 1 .2. 

[0028] It is desirable to carry out the above-described addition reaction in the presence of platinum catalyst or rhodium 
catalyst, preferably chloroplatinic acid, alcohol-modified chloroplatinic acid and chloroplatinic acid-vinylsiloxane com- 
25 piex. 

[0029] The catalyst can be used in a conventional catalytic amount, preferably in 50 ppm or less, more preferably 
20 ppm or less, of the amount of platinum or rhodium. The above addition reaction may be carried out in an organic 
solvent as required. Examples of the organic solvent include aliphatic alcohols such as methanol, ethanol, 2-propanol 
and butanol; aromatic hydrocarbons such as toluene and xylene; aliphatic or alicyclic hydrocarbons such as n-pentane, 
30 n-hexane and cyclohexane; and halogenated hydrocarbons such as dichloromethane, chloroform and carbon tetra- 
chloride. The conditions of addition reaction are not particular limited, but reaction is preferably performed for 1 to 10 
hours under reflux. 

[0030] In the formula (1), "a" is from 1 .0 to 2.5, preferably from 1 .2 to 2.3. If "a" is smaller than 1 .0, the compatibility 
with the oily medium is too low to obtain water resistance. If "a" is larger than 2.5, the hydrophllicity is lower so that the 
35 reactivity with powder Is too low to obtain a stable dispersion. The preferred range of b is from 0.001 to 1 .5, more 

preferably from 0.05 to 1 .0. If b is smaller than 0.001 , the hydrophllicity is lower so that the reactivity with powder is 
too low to obtain a stable dispersion. If b is greater than 1 .5, the hydrophilicity is too high to obtain a stable dispersion. 
The preferred range of c is from 0.001 to 1 .5, preferably from 0.05 to 1 .0. If c is smaller than 0.001 , the compatibility 
with silicone oils is too low to obtain a stable dispersion. If c is greater than 1 .5, the hydrophilicity is lower so that the 

40 reactivity with powder is too low to obtain a stable dispersion. 

[0031] Weight average molecular weight of the present silicone compound of the formula (1) is not particularly limited, 
but is preferably in the range of 500 to 200,000, particularly 1 ,000 to 100,000. If the weight average molecular weight 
is greater than 100,000, its viscosity is so high that cosmetics formulated with the powder whose surface has been 
treated with the organosilicone compound fails to obtain a good user's satisfaction. On the other hand, if the weight 

45 average molecular weight is 300 or less, smoothness characteristic of silicone is not obtained. Particularly, the weight 
average molecular weight is in the range of 1 ,000 to 1 0,000. 

[0032] The powder and/or the coloring agent that may be used in the powder composition and in the dispersion of 
powder in oil according to the present invention may be any powder which is commonly used in cosmetics, regardless 
of its shape such as spherical, needle or plate, its particle diameter such as fume, fine particle, or pigment grade, and 
50 its particle structure such as porous or non-porous. Examples of the powder or the coloring agent include inorganic 
powder, organic powder, powder of metal salts of surfactants, colored pigments, pearl pigments, metallic powder pig- 
ments, and natural colors. 

[0033] Specific examples of the inorganic powder include titanium dioxide, zirconium oxide, zinc oxide, cerium oxide, 
magnesium oxide, barium sulfate, calcium sulfate, magnesium sulfate, calcium carbonate, magnesium carbonate, talc, 
55 mica, kaolin, sericite, white mica, synthetic mica, phlogopite, lepidolite, biotite, lithia mica, silicic acid, silicic anhydride, 
aluminum silicate, magnesium silicate, aluminum magnesium silicate, calcium silicate, barium silicate, strontium sili- 
cate, metal salts of tungstenic acid, hydroxyapatite, vermiculite, higilite, bentonite, montmorillonite, hectolitre, zeolite, 
ceramics powder, calcium secondary phosphate, alumina, aluminum hydroxide, boron nitride, and silica. 
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[0034] Examples of the organic powder include polyamide powder, polyester powder, polyethylene powder, polypro- 
pylene powder, polystyrene powder, polyurethane powder, benzoguanamine powder, polymethylbenzoguanamine 
powder, tetrafluoroethylene powder, polymethylnnethacrylate powder, cellulose powder, silk powder, powder of nylon 
such as Nylon 12 and Nylon 6, fine powder of crosslinked silicone with crosslinked dimethylsilicone structure, block 
5 copolymers of crosslinked silicone and network structure silicone, fine powder of polymethylsesquioxane, powder of 
styrene/ acrylic acid copolynner, divinylbenzene / styrene copolymer, vinyl resin, urea resin, phenol resin, fluororesin, 
silicone resin, acrylic resin, melamine resin, epoxy resin, polycarbonate resin, microcrystalline fiber, starch powder, 
and lauroyi lysine. 

[0035] Examples of the powder of metal salts of surfactants, i.e. metal soaps, include zinc stearate, aluminum stea- 

10 rate, calcium stearate, magnesium stearate, zinc myristate, magnesium myristate, zinc cetyl phosphate, calcium cetyl 
phosphate, and zinc sodium cetyl phosphate. Examples of the colored pigments include inorganic red pigments such 
as iron oxide, iron hydroxide, and iron titanate, inorganic brown pigments such as y iron oxide, inorganic yellow pig- 
ments such as iron oxide yellow and loess, inorganic black pigments such as iron oxide black and carbon black, inor- 
ganic violet pigments such as manganese violet and cobalt violet, inorganic green pigments such as chromium hy- 

15 droxide, chromium oxide, cobalt oxide, and cobalt titanate, inorganic blue pigments such as Prussian blue and ultra- 
marine blue, lakes of tar pigments, lakes of natural dyes, and synthetic resin powder, composite thereof, 
[0036] Examples of the pearl pigments include titanium dioxide-coated mica, bismuth oxychloride, titanium dioxide- 
coated bismuth oxychloride, titanium dioxide-coated talc, fish scales, and titanium dioxide-coated colored mica; metallic 
powder pigments such as aluminum powder, copper powder and stainless steel powder; tar pigments such as Red 

20 No. 3, Red No. 104, Red No. 106, Red No. 201, Red No. 202, Red No. 204, Red No. 205, Red No. 220, Red No. 226, 
Red No. 227, Red No, 228, Red No. 230, Red No. 401 , Red No, 505, Yellow No, 4, Yellow No, 5, Yellow No. 202, 
Yellow No. 203, Yellow No, 204, Yellow No. 401 , Blue No. 1 , Blue No. 2, Blue No. 201 , Blue No. 404, Green No. 3, 
Green No, 201 , Green No, 204, Green No. 205, Orange No. 201 , Orange No. 203, Orange No. 204, Orange No. 206, 
and Orange No. 207; and natural pigments such as carminic acid, laccaic acid, carthamin, brazilin, and crocin. 

25 [0037] When the surface of these powders is treated with the polyglycerin-modified silicone according to the formula 
(1), the polyglycerin-modified silicone is preferably added in an amount of 0.1 to 30 parts by weight, more preferably 
0.5 to 1 0 parts by weight, relative to 1 00 parts by weight of the powder and/or the coloring agent. 
[0038] The polyglycerin-modified silicone having at least one silicone branch according to the formula (1) can be 
applied on the surface of powder in accordance with known methods. For instance, s suitable method may be selected 

30 from the following: 

1 . a method where the surface is treated by dispersing the objective powder in an organic solvent medium con- 
taining a treatment agent, 

2. a method where the surface is treated by mixing powder with a treatment agent, followed by treatment in a mill 
35 such as a ball mill and a jet mill, and 

3. a method where the surface is treated by dispersing powder in a solvent containing a treatment agent, so that 
the powder absorbs the agent on the surface, and then dried and baked. 

[0039] Any liquid oil which is commonly used in cosmetics may be used as the oily medium that is used in a dispersion 

40 of powder in oil according to the present invention. 

[0040] Examples of the silicone oils which can be used as the oily medium include organopolysiloxanes having low 
or high viscosity such as dimethylpolysiloxane, methylphenylpolysiloxane, methylhydrogenpolysiloxane and dimethyl- 
si loxane-methylphenylsiloxane copolymer; cyclosiloxanes, such as octamethylcyclotetrasiloxane, decamethylcy- 
clopentasiloxane, dodecamethylcyclohexasiloxane, tetramethyltetrahydrogencyclotetrasiloxane, tetramethyltetraphe- 

45 nylcyclotetrasiloxane, tetramethyltetratrifluoropropyl, and cyclotetrasiloxane, pentamethylpentatrifluoropropyl cy- 
clopentasiloxane; solution in cyclosiloxane of silicone rubbers, such as gummy dimethylpolysiloxanes and gummy 
dimethylsiloxane-methylphenylsiloxane copolymers having a high polymerization degree; trim ethyls iloxysi I icate, solu- 
tion in cyclosiloxane of trimethylsiloxysilicate, alkyl-modified silicones, amino-modified silicones, fluorine-modified sil- 
icones, silicone resin and silicone resin solutions. Fluorine-containing oils may also be used, such as perfluoropolyether, 

50 perfluorodecalin and perfluorooctane. 

[0041] Examples of the hydrocarbon oils which can be used as the oily medium include linear, branched, and volatile 
hydrocarbon oils, such as a-olefin oligomers, light isoparaffin, light liquid isoparaffin, squalane, synthetic squalane, 
plant squalane, liquid paraffin, and liquid isoparaffin. 

[0042] Examples of the ester oils which can be used as the oily medium include diisobutyl adipate, 2-hexyldecyl 
55 adipate, di-2-heptylundecyl adipate, N-alkyI glycol monoisostearate, isocetyl isostearate, trimethylolpropanetriisostea- 
rate, isononyl isononanate, isotridecyl isononanate, ethylene glycol di-2-ethylhexanoate, cetyl 2-ethylhexanoate, tri- 
methylolpropanetri-2-ethylhexanoate, pentaerythritoltetra-2-ethylhexanoate, cetyl octanoate, octyldodecyl gum ester, 
oleyl oleate, octyldodecyl oleate, decyl oleate, neopentyl glycol dicaprirate, triethyl citrate, 2-ethylhexyl succinate, amy I 
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acetate, ethyl acetate, butyl acetate, isocetyl stearate, butyl stearate, diisopropyl sebacinate, di-2-ethylhexyl sebaci- 
nate, cetyl lactate, myristyl lactate, isopropyl palmitate, 2-ethylhexyl palmitate, 2-hexyldecyl palmitate, 2-heptylundecyl 
palmitate, cholesteryl 12-hydroxystearate, dipentaerythritol fatty acid esters, isopropyl myristate, octyldodecyl myr- 
istate, 2-hexyldecyl myristate, myristyl myristate, hexyldecyl dimethyloctanoate, ethyl laurate, hexyl laurate, 2-octyldo- 
5 decyl N-lauroyl-L-glutamate, and diisostearyl malate. 

[0043] Examples of the glyceride oils which can be used as the oily medium include acetoglyceryl, glycerol tri- 
isooctanoate, glyceryl triisostearate, glyceryl triisopalmitate, glyceryl monostearate, glyceryl di-2-heptylundecanoate, 
glyceryl trimyristate, and diglyceryl myristyl isostearate. 

[0044] Examples of the higher fatty acids which can be used as the oily medium include undecylenic acid, oleic acid, 
10 linoleic acid, linolenic acid, arachidonic acid, eicosapentaenoic acid (EPA), docosahexaenoic acid (DHA), isostearic 
acid, lactic acid. Higher alcohols may also be used, such as oleoyi alcohol, isostearyl alcohol, hexyldecanol, octyldo- 
decanol, cetostearyl alcohol, 2-decyltetradecinol, and monooleyl glyceryl ether (cerakyi alcohol). 
[0045] Examples of the animal or plant oils and semisynthetic oils which can be used as the oily medium are as 
follows: avocado oil, almond oil, olive oil, liver oil, neat's-foot oil, apricot kernel oil, wheat germ oil, sesame oil, rice 
15 germ oil, rice bran oil, camellia kissi seed oil, safflower oil, cinnamon oil, turtle oil, soybean oil, tea seed oil, camellia 
oil, evening primrose oil, corn oil, rapeseed oil, Japanese tung oil, germ oil, persic oil, castor oil, castor oil fatty acid 
methyl ester, sunflower oil, grape oil, jojoba oil, macadamia nut oil, mink oil, meadowfoam oil cottonseed oil, tri-coconut 
oil fatty acid glyceride, peanut oil, liquid lanolin, lanolin acetate, POE lanolin alcohol ether, and egg yolk oil, 
[0046] The dispersion of powder in oil can be easily prepared according to any known processes, for instance, 

20 

1 . a method where the powder composition obtained in accordance with the above-described processes is added 

into oil such as an ester oil or a silicone oil to disperse, or 

2. a method where a silicone compound is dissolved or dispersed in the above-described oil, to which powder is 
added, and mixed by a mill such as ball mill, beads mill or sand mill. 

25 

The resulting dispersion of powder in oil can be blended as such in cosmetic. 

[0047] The powder composition (A) and the dispersion of powder in oil according to the present invention can be 
applied for various use and are particularly suitable as a raw material for all kinds of cosmetics that are applied on skin 
or hairsuch as skin care products, makeup products, hair care products, antiperspirant products, and UV-ray protection 

30 products. Depending on kind and form of cosmetics, 0.1 to 99 wt.%, based on the total amount of the cosmetics, of 
the powder composition (A) or the dispersion of powder in oil may be added to the cosmetics. 
[0048] Depending on the aim of the cosmetic according to the present invention, the cosmetic can contain one or 
more unctuous agents (B), which is commonly used for cosmetics and may be solid, semisolid, or liquid. 
[0049] Examples of the natural animal or plant oils and semisynthetic oils which can be used as (B) include avocado 

35 oil, linseed oil, almond oil, Ibota wax, perilla oil, olive oil, cacao butter, kapok wax, kaya oil, carnauba wax, liver oil, 
candelilla wax, beef tallow, neat's-foot oil, beef bone fat , hydrogenated beef tallow, apricot kernel oil, spermaceti wax, 
hydrogenated oil, wheat germ oil, sesame oil, rice germ oil, rice bran oil, sugar cane wax, camellia kissi seed oil, 
safflower oil, shear butter, Chinese tung oil, cinnamon oil, jojoba wax, shellac wax, turtle oil, soybean oil, tea seed oil, 
camellia oil, evening primrose oil, corn oil, lard, rapeseed oil, Japanese tung oil, rice bran oil, germ oil, horse fat, persic 

40 oil, palm oil, palm kernel oil, castor oil, hydrogenated castor oil, castor oil fatty acid methyl ester sunflower oil, grape 
oil, bayberry wax, jojoba oil, macadamia nut oil, beeswax, minkoil, cottonseed oil, cotton wax, Japanese wax, Japanese 
wax kernel oil, montan wax, coconut oil, hydrogenated coconut oil, tri-coconut oil fatty acid glyceride, mutton tallow, 
peanut oil, lanolin, liquid lanolin, hydrogenated lanolin, lanolin alcohol, hard lanolin, lanolin acetate, isopropyl lanolate, 
hexyl laurate, POE lanolin alcohol ether POE lanolin alcohol acetate, polyethylene glycol lanolate, POE hydrogenated 

45 lanolin alcohol ether, and egg yolk oil, wherein POE means polyoxyethylene. 

[0050] Examples of the hydrocarbon oils which can be used as (B) include ozokerite, squalane, squalene, ceresin, 
paraffin, paraffin wax, liquid paraffin, pristane, polyisobutylene, microcrystalline wax, vaseline and higher fatty acids, 
e.g., lauricacid, myristicacid, palmitic acid, stearic acid, behenicacid, undecylenic acid, oleic acid, linoleic acid, linolenic 
acid, arachidonic acid, eicosapentaenoic acid (EPA), docosahexaenoic acid (DHA), isostearic acid, and 12-hydroxys- 

50 tearic acid. 

[0051] Examples of the higher alcohols which can be used as (B) include lauryl alcohol, myristyl alcohol, palmityl 
alcohol, stearyl alcohol, behenyl alcohol, hexadecyl alcohol, oleyl alcohol, isostearyl alcohol, hexyldodecanol, octyl 
dodecanol, cetostearyl alcohol, 2-decyltetradecinol, cholesterol, phytosterol, POE cholesterol ether, monostearyl glyc- 
erin ether (batyl alcohol), and monooleyl glyceryl ether (cerakyi alcohol), 
55 [0052] Examples of the ester oils which can be used as (B) include diisobutyl adipate, 2-hexyldecyl adipate, di- 
2-heptylun decyl adipate, N-alkyI glycol monoisostearate, isocetyl isostearate, trimethylolpropane triisostearate, isono- 
nyl isononanate, isotridecyl isononanate, ethylene glycol di-2-ethylhexanoate, cetyl 2-ethylhexanoate, trimethylolpro- 
pane tri-2-ethy I hexanoate, pentaerythritoltetra-2-ethylhexanoate, cetyl octanoate, octyldodecyl gum ester, oleyl oleate, 
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octyldodecyl oleate, decyl oleate, neopentyl glycol dicaprirate, triethyl citrate, 2-ethylhexyl succinate, amyl acetate, 
ethyl acetate, butyl acetate, isocetyl stearate, butyl stearate, diisopropyl sebacinate, di-2-ethylhexyl sebacinate, cetyl 
lactate, myristyl lactate, isopropyl palmitate, 2-ethylhexyl palmitate, 2-hexyldecyl palmitate, 2-heptylundecyl palmitate, 
cholesteryl 12-hydroxystearate, dipentaerythritol fatty acid esters, isopropyl myristate, octyldodecyl myristate, 2-hex- 
5 yidecyl myristate, myristyl myristate, hexyldecyl dimethyloctanoate, ethyl laurate, hexyl laurate, 2-octyldodecyl N-lau- 
royl-L-glutamate, and dilsostearyl malate; and glyceride oils, e.g., aceto glyceryl, glycerol triisooctanoate, glyceryl tri- 
isostearate, glyceryl triisopalmitate, glyceryl monostearate, glyceryl di-2-heptylundecanoate, glyceryl trimyristate, and 
diglyceryl myristyl isostearate. 

[0Q53] At least a part of the unctuous agent (B) is a linear or cyclic silicone oil represented by the formula, ^\'^'\0^4^^^y2, 
10 wherein is a hydrogen atom, a 0^.30 alkyi group, aryl group, aralkyi group, or fluorinated alky! group and 0 < k < 
2.5. Examples of the silicone oils which can be used as (B) include organopolysiloxanes having a low or high viscosity, 
such as dimethylpolysiloxane, methylphenylpolysiloxane, methylhydrogenpolysiloxane and dimethylsiloxane-methyl- 
phenylsiloxane copolymer; cyclosiloxanes, such as octamethylcyclotetrasiloxane, decamethylcyclopentasiloxane, do- 
decamethylcyclohexasiloxane, tetramethyltetrahydrogencyclotetrasiloxane and tetramethyl-tetraphenylcyclotetrasi- 
15 loxane, tetramethyltetretrifluoropropyl cyclotetrasiloxane pentamethyltrrfluoropropyl cyclopentasiloxane; silicone rub- 
bers, such as gummy dimethylpolysiloxanes and gummy dimethylsiloxane-methylphenylsiloxane copolymers having 
high polymerization degrees; solutions of silicone rubbers in cyclosiloxane, trimethylsiloxysilicate, solutions of trimeth- 
ylsiloxysilicate in cyclosiloxane, higher alkyl-modified silicones such as stearoxysilicone, alkyl-modified silicones, ami- 
no-modified silicones, fluorine-modified silicones, silicone resin and silicone resin solutions. 
20 [0054] Examples of the fluorine-containing oils which can be used as (B) include perfluoropolyether, perfluorodecalin 
and perfluorooctane. 

[0055] Depending on the form of cosmetics, it is preferred that 1 to 98 wt.% of unctuous agent (B), relative to the 
total cosmetics, may be added to cosmetics. 

[0056] The cosmetics according to the present invention may contain water (C), depending on the aim of cosmetics. 

25 Suitable mixing ratio is 1 to 95 wt.% of the total cosmetics, depending on the fonn of the cosmetics. 

[0057] The cosmetics according to the present invention may preferably contain one or more compounds having an 
alcoholic hydro xyl group in the molecular structure (D), depending on the aim of cosmetics. Examples of the compounds 
having an alcoholic hydroxyl group include lower alcohols such as ethanol and isopropanol; sugar alcohols such as 
sorbitol and maltose; sterols such as cholesterol, sitosterol, phytosterol, and lanosterol; and polyhydric alcohol such 

30 as glucose, butylene glycol, propylene glycol, dibuthylene glycol, and pentylene glycol. A desirable added amount 
ranges from 0.1 to 98 wt.% based on the total cosmetics. 

[0058] Depending on the aim of cosmetics, the cosmetics according to the present invention may preferably contain 
one or more water-soluble or water-swelling polymer (E). Examples of such polymer include plant polymers such as 
gum Arabic, tragacanth gum, arabinogalactan, guar gum, karaya gum, carrageenan, pectin, agar, quince seed (i.e., 

35 marmelo), starch from rice, corn, potato or wheat, algae colloid, trant gum, and locust bean gum (carob gum); bacteria- 
derived polymers such as xanthan gum, dextran, succinoglucan, and pullulan; animal-derived polymers such as col- 
lagen, casein, albumin, and gelatin; starch-derived polymers such as carboxymethyl starch and methyl hydroxy propyl 
starch; cellulose polymers such as methyl cellulose, ethyl cellulose, methyl hydroxyp ropy I cellulose, carboxymethyl 
cellulose, hydroxymethyl cellulose, hydroxypropyl cellulose, nitrocellulose, sodium cellulose sulfate, sodium car- 

40 boxymethyl cellulose, crystalline cellulose, and cellulose powder; alginic acid-derived polymers such as sodium alginate 
and propylene glycol alginate; vinyl polymers such as polyvinyl methylether, polyvinylpyrrolidone, and carboxyvinyl 
polymer; polyoxyethylene polymers such as polyoxyethylene/polyoxypropylene copolymers; acrylic polymers such as 
sodium polyacrylate, polyethyl acrylate, and polyacrylamide; other synthetic water-soluble polymers such as polyeth- 
yleneimine and cationic polymers; and inorganic water-soluble polymers such as, bentonite, aluminum magnesium 

45 silicate, montmorrilonite, beidellite, nontronite, saponite, hectorite, and silicic anhydride. 

[0059] In these water-soluble polymers, film-forming agents, such as polyvinyl alcohol and polyvinyl pyrrolidine, are 
also included. Suitable amount to be contained is 0.1 to 25 wt.%, based on the total cosmetics. 
[0060] The cosmetics according to the present invention may preferably contain one or more kinds of another powder 
and/or a coloring agent (F) in addition to the powder composition (A) and the dispersion of powder in oil. 

50 [0061] Similarly to the powder that may be used for the powder composition (A) and the dispersion of powder in oil, 
the powder may be any powder that are commonly used in cosmetics, regardless of the shape, such as spherical, 
needle or plate, particle diameter such as smoke, fine particle, or pigment grade, and particle structure such as porous 
or non-porous. Examples of the powder include inorganic powder, organic powder, metal salt powder of surfactant, 
colored pigments, pearl pigments, metallic powder pigments, and natural colors, 

55 [0062] These powders, of which examples have been already given above, may be the composite powder or powder 
which has been treated with general oil, silicone oil, fluorinated compounds, or surfactants as long as such treatment 
does not prevent the effect of the present invention and one or more kinds of these powders may be used. Suitable 
amount to be used is 0.1 to 99 wt.%, based on the total cosmetics. Especially for pressed powder cosmetics, suitable 
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amount is 80 to 99 wt.% based on the total cosnnetics. 

[0063] The cosmetics according to the present invention may comprise one kind or two or more kinds of surfactant 

(G) , depending on the aim of cosmetics. These surfactants has no particular restriction and may be any surfactants of 
anionic, cationic, nonionic or amphoteric surfactant, provided that it is commonly used in cosmetics. 

5 [0064] Examples of the surfactants are as follows: the anionic surfactants include fatty acid soaps, such as sodium 
stearate and triethanolamine palmitate, alkylether carboxylic acids and salts thereof, salts of condensates of amino 
acids with fatty acids, alky I sulfonate salts, a I ken es u If o nates, sulfonates of fatty acid esters, fatty acid amide sulfonates, 
sulfonate salts of the formalin condensates, salts of alkyi sulfates, salts of secondary higher alcohol sulfates, salts of 
alky I/ally I ether sulfates, salts of fatty acid ester sulfates, salts of fatty acid alkylol amide sulfates, and salts of Turkey 

10 Red oil salfate, alkyI phosphate salts, ether phosphate salts, alkylallylether phosphate salts, amide phosphate salts, 
and N-acylamino surfactants; the cationic surfactants include amine salts such as alkylamine salts, amine salts of 
polyamine and amino alcohol fatty acid derivatives, alkyI quaternary ammonium salts, aromatic quaternary ammonium 
salts, pyridinium salts and imidazolium salts. 

[0065] Examples of the nonionic surfactants include sorbitan fatty acid esters, glycerin fatty acid esters, polyglycerin 
15 fatty acid esters, propylene glycol fatty acid esters, polyethylene glycol fatty acid esters, sucrose fatty acid esters, 
polyoxyethylene alkyI ethers, polyoxypropylene alkyI ethers, polyoxyethylene alkyI phenyl ether, poiyoxyethylene fatty 
acid esters, polyoxyethylene sorbitan fatty acid esters, polyoxyethylene sorbitol fatty acid esters, polyoxyethylene glyc- 
erin fatty acid esters, polyoxyethylene propylene glycol fatty acid esters, polyoxyethylene castor oil, polyoxyethylene 
hydrogenated castor oil, polyoxyethylene phytostanol ether, polyoxyethylene phytosterol ether, polyoxyethylene 
20 cholestanol ether, polyoxyethylene cholesteryl ether, linear or branched-polyoxyalkylene-modified organopolysiloxane, 
linear or branched polyoxyalkylene/alkyl-comodified organopolysiloxane, linear or branched-polyglycerin-modified or- 
ganopolysiloxane, linear or branched-polyglycerin/alkyl-comodified organopolysiloxane, alkanolamide, sugar ethers, 
and sugar amides; and the amphoteric surfactants include betaine, aminocarboxylates, imidazoline derivatives, and 
amide amine type. A suitable amount of the surfactant to be added ranges from 0.1 to 20 wt.%, particularly preferably 
25 from 0.2 to 1 0 wt.% relative to the total amount of the cosmetic. 

[0066] The cosmetics according to the present invention may contain one or more crosslinked organopolysiloxane 

(H) , depending on the aim of the cosmetic. The cross-linking agent for the crosslinked organopolysiloxane preferably 
has two or more vinylic reactive sites, which react with hydrogen atoms directly bonded to silicon atoms to form 
crosslinked structure. 

30 [0067] Additionally, this crosslinked organopolysiloxane preferably can absorb a larger amount of oil than that of 
itself to swell. Examples of the oils includesilicone with a lowviscosityfrom 0.65 mm^/secto 1 0.0 mm^/sec, hydrocarbon 
oils and ester oils. It is also preferred to use a crosslinked organopolysiloxane containing, in the crosslinked molecule, 
at least a moiety selected from a group consisting of polyoxyalkylene, alkyI, alkenyl, aryl, and fluoroalkyi moieties. 
[0068] Suitable amount of crosslinked organopolysiloxane to be added is preferably 0.1 to 50 wt.%, more preferably 

35 ito 30 wt.%, based on the total cosmetics. 

[0069] The cosmetics according to the present invention may contain one or more silicone resins, depending on the 
aim of the cosmetic. 

[0070] The silicone resin is preferably acrylic silicone resin of acrylic/silicone graft or block copolymer. Use is also 
made of acrylic silicone resin containing in the molecule at least a moiety selected pyrrolidone moiety, long chain alkyI 

40 moiety, polyoxyalkylene moiety, fluoroalkyi moiety, and anionic moiety of carboxylic acid, etc. 

[0071] Further, this silicone resin is preferably a silicone compound with network structure which is expressed as 
MQ, MDQ, MT, MDT, and MDTQ, wherein M is an RgSiO^/g unit,D is an RgSiO unit.T is an RSiOa/g unit, and Q is an 
Si02 unit. Use is also made of silicone compounds with network structure which contain in the molecule at least a 
moiety selected from pyrrolidone moiety, long chain alkyI moiety, polyoxyalkylene moiety, fluoroalkyi moiety, and amino 

45 moiety. 

[0072] For cosmetics comprising silicone resins such as acrylic silicone resin or silicone compound with network 
structure, suitable amount to be added is 0.1 to 20 wt.%, more preferably 1 to 10 wt.%, based on the total cosmetics. 
[0073] In the cosmetic of the present invention, a variety of components that are commonly used in cosmetics can 
be blended in addition to the aforementioned components, as far as the purpose of the present invention is not dam- 

50 aged, for example, oil-soluble gelling agents, clay minerals modified with organic compounds, resins, antiperspirants, 
ultraviolet absorbents, ultraviolet absorbing and scattering agents, moisture retention agents, antiseptics, anti-microbial 
agents, fragrances, salts, antioxidants, pH regulators, a chelating agents, refreshing agents, an anti-inflammatory 
agent, skin beautifying components, such as skin whitener, cell activator, rough dry skin improver, blood circulation 
promoter, skin astringent and anti-seborrheic agent, vitamins, amino acids, nucleic acids, hormones, clathrate com- 

55 pounds, and hair setting agents. 

[0074] The oil-soluble gelling agent may be a gelling agent selected from metal soaps, such as aluminum stearate, 
magnesium stearate and zinc myristate; amino acid derivatives, such as N-lauroyl-L-glutamic acid and a, ydi-n- 
butylamine; dextrin fatty acid esters, such as dextrin palmitic acid ester, dextrin stearic acid ester and dextrin 2-ethyl- 
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hexaminic acid palmitic acid ester; inulin fatty acid esters such as fructooligostearate; sucrose fatty acid esters, such 
as sucrose palmitic acid ester and sucrose stearic acid ester; benzyl idene derivatives of sorbitol, such as monoben- 
zylidene sorbitol and dibenzylidene sorbitol; and clay minerals modified with organic compounds, such as dimethyl- 
benzyldodecyl ammonium montmorillonite clay and dimethyldioctadecyl ammonium montmorillonite clay. 

5 [0075] Examples of the antiperspirant include aluminum chlorohydrate, aluminum chloride, aluminum sesquichloro- 
hydrate, zirconium hydoxychloride, aluminum zirconium hydroxychloride, and aluminum zirconium glycine complex. 
[0076] Examples of the ultraviolet absorbents include ultraviolet absorbents of benzoic acid type, such as p-ami- 
nobenzoic acid; those of anthranilic acid type, such as methyl anthranilate; those of salicylic acid type, such as methyl 
salicylate; those of succinic acid type, such as octyl p-methoxysuccinate; those of benzophenone type, such as 2,4-di- 

10 hydroxybenzophenone; those of urocanic acid type, such as ethyl urocanate; and those of dibenzoylmethane type, 
such as 4-t-butyl-4'-methoxydibenzoylmethane. Examples of the ultraviolet absorbing and scattering agents include 
fine powder of titanium dioxide, fine powder of iron-containing titanium dioxide, fine powder of zinc oxide, fine powder 
of cerium oxide, and a mixture thereof, 

[0077] Examples of the moisture retention agents include glycerin, sorbitol, propylene glycol, dipropylene glycol, 
15 1 ,3-butylene glycol, pentylene glycol, glucose, xylitol, maltitol, polyethylene glycol, hyaluronic acid, chondroitin sulfuric 
acid, pyrrolidone carboxylate, polyoxyethylene glycoside, and polyoxypropylene methylglycoside. 
[0078] For the antiseptics, alkyi paraoxybenzoates, benzoic acid, sodium benzoate, sorbic acid, potassium sorbate, 
and phenoxyethanol may be used. For the antibacterial agents, benzoic acid, salicylic acid, carbolic acid, sorbic acid, 
paraoxybenzoic acid alkyI esters, parachloromethacresol, hexachlorophene, benzalkonium chloride, chlorohexydine 
20 chloride, trichlorocarbanilide and phenoxyethanol. 

[0079] Examples of the antioxidants include tocopherol, butylhydroxyanisole, dibutylhydroxytoluene and phytic acid; 
examples of the pH regulators include lactic acid, citric acid, glycolic acid, succinic acid, tartaric acid, dl-malic acid, 
potassium carbonate, sodium hydrogen carbonate and ammonium hydrogen carbonate; examples of the chelating 
agents include alanine, sodium ethylenediaminetetraacetate, sodium polyphosphate, sodium metaphosphate and 
25 phosphoric acid; examples of the refrigerants include L-menthol and camphor; and examples of the anti-inflammatory 
agents include allantoin, glycyrrhizin and salts thereof, glycyrrhetinic acid and stearyl glycyrrhetinate, tranexamic acid 
and azulene. 

[0080] Examples of the skin-beautifying components include whitening agents, such as placenta extract, arbutin, 
glutathione and Yukinoshita extract; cell activators, such as royal Jelly, photosensitizers, cholesterol derivatives and 
30 calf blood extract; rough and dry skin improvers; blood circulation improvers, such as nonylic acid vanillyl amide, benzyl 
nicotinate, beta -butoxyethyl nicotinate, capsaicin, zingerone, cantharistincture, ichtammol, caffeine, tannic acid, alpha- 
borneol, tocopheryl nicotinate, inositol hexanicotinate, cyclandelate, cinnarizine, tolazoline, acetyl choline, verapamil, 
cepharanthin and gamma 'oryzanol; skin astringents, such as zinc oxide and tannic acid; and anti-seborrheic agents, 
such as sulfur and thianthol. 

35 [0081] Examples of the vitamins include vitamin A, such as vitamin A oil, retinol, retinyl acetate and retinyl palmitate; 
vitamin B, including vitamin such as riboflavin, riboflavin butyrate and flavin adenine nucleotide, vitamin Bg such as 
pyridoxine hydrochloride, pyridoxinedioctanoateand pyridoxinetripalmitate, vitamin 6^2 and Its derivatives, and vitamin 
815 and its derivatives; vitamin C, such as L-ascorbic acid, L-ascorbic acid dipalmitic ester, sodium (L-ascorbic acid)- 
2-sulfate and dipotassium L-ascorbic acid diphosphate; vitamin D, such as ergocalciferol and cholecarciferol; vitamin 

40 E, such as alpha - tocopherol, beta -tocopherol, gamma -tocopherol, dl- alpha -tocopheryl acetate, dl- alpha - tocopheryl 
nicotinate and dl- alpha -tocopheryl succinate; vitamin H; vitamin P; nicotinic acids, such as nicotinic acid, benzyl 
nicotinate and nicotinic acid amide; pantothenic acids, such as calcium pantothenate, D-pantothenyl alcohol, pantothe- 
nyl ethyl ether and acetylpantothenyl ethyl ether; and biotin. 

[0082] Examples of the amino acids include glycine, valine, leucine, isoleucine, serine, threonine, phenylaranine, 
45 alginine, lysine, aspartic acid, glutamic acid, cystine, cysteine, methionine, and tryptophan; examples of the nucleic 
acids include deoxyribonucleic acid; and examples of the hormones include estradiol and ethenyl estradiol. 
[0083] Examples of the polymers for hair setting include amphoteric, anionic, cationic, and nonionic polymers, such 
as polymers of polyvinyl pyrrolidone type such as polyvinyl pyrrolidone, vinyl pyrrolidone /vinyl acetate copolymers; 
acidic polymers of vinyl acetate ether type such as methyl vinyl ether / maleic acid anhydride alkyI half ester copolymer; 
50 polymers of acidic poly vinyl acetate type such as vinyl acetate / crotonic acid copolymer; acidic acrylic polymers such 
as (meth)acrylic acid / alkyI (meth) aery late copolymer, (meth)acrylic acid / alky I (meth) acrylate / alkyI acrylic amide 
copolymer, and amphoteric acrylic polymer such as N-methacryloylethyl-N,N-dimethylammonium alpha-N-methylcar- 
boxybetaine/ alky Imetahcrylate copolymer, hydroxypropyl (metha)acrylate/butylaminoethyl methacrylate/ octyl amide 
of acrylic acid copolymer, Use is also made of naturally occurring polymers such as cellulose or derivatives thereof, 
55 keratin, collagen and derivatives thereof. 

[0084] The term "cosmetic materials" as used herein are intended to include skin care products, such as face lotion, 
milky lotion, cream, face cleansing cream, massage materials, toilet soap and detergent, antiperspirant and deodorant; 
makeup products, such as face powder, foundation, rouge, eye shadow, mascara, eyeliner and lipstick; and hairdress- 
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ing products, such as shampoo, rinse, treatment setting agent, antipersipirant and ultraviolet protection cosmetics, 
such as sunscreen milky lotion or sunscreen cream. 

[0085] Additionally, the present cosmetic materials may have various forms such as liquid, emulsion, solid, paste, 
gel, powder, press, laminate, mousse, spray, stick, pencil forms. 

[0086] The present invention will be further explained in detail below by referring to the Examples and the Compar- 
ative Examples. However, the present invention shall not be limited to these examples. "%" described below implies 
"% by weight" unless otherwise specified. 

EXAMPLES 

Preparation Example 1 

[0087] To a reaction vessel were placed 478 parts by weight of organohydrogen siloxane according to the following 
formula (6), 200 parts by weight of isopropyl alcohol, 21 parts by weight of diglycerin monoallyl ether according to the 
following formula (7), and 302 parts by weight of silicone modified with a vinyl group at one end according to the formula 
(8). Then 2 parts of a 0.5 wt.% chloroplatinic acid solution solution in isopropyl alcohol were added to react for 6 hours 
under reflux of solvent. 



CH3 



H 



(CH3) 3S i O 



(S i o) 



6 o 



(S i O) 3S i iCHj 



(6) 



CH3 



CH3 



CH2=CHCH20CH2CH(OH)CH20CH2CH(OH)CH20H 



CH3 



CH3 



CH2=CHSiO (SiO)i8 Si(CHs)3 



(8) 



CH3 CH3 



[0088] The reaction mixture was heated under reduced pressure to distill the solvent off to obtain organopolysiloxane 
according to the following formula (9). The product was a transparent pale-brown liquid with the viscosity of 9500 mm^/ 
sec at 25 degree C. 
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CH3 R* R** 

I I I 

(CH3) 3S i O (S i O) 60 (S i O) 1 (S i O) 2S i (CH3) 3 (9) 
I I I 

CH3 CH3 CH3 

R*= C3H60C!H5CH(OH)CHjOCH2CH(OH)CH20H 

R**=C2H4SiO (SiO),8 Si(CH3)3 

I I 
CH3 CH3 

Preparation Example 2 

[0089] To a reaction vessel were placed 234 parts by weight of organohydrogen slloxane according to the following 
formula (10), 150 parts by weight of isopropyl alcohol. 26 parts by weight of triglycerin monoallyl ether according to 
the following formula (11), and 1 68 parts by weight of silicone modified with a vinyl group at one end according to the 
formula (12). Then 2 parts of 0.5 wt.% chloroplatinic acid solution In isopropyl alcohol were added to react for 6 hours 
under reflux of solvent. 



CHg H 

I I 

(CH3) 3S i O (S i O) 27 (S i O) 3S i (CH3) 3 (10) 
I I 

C H3 C H3 

CH2=CHCH20CH2CH(OH)CH20CH2CH(OH)CH20CH2CH(OH)CH20H (1 1) 

CIlj=CHSiO (SiO)g Si(CH3)3 (12) 
I I 

CHg CHg 

[0090] The reaction mixture was heated under reduced pressure to distill the solvent off to obtain organopolysiloxane 
according to the following fornnula (13). The product was a transparent pale-brown liquid with the viscosity of 5300 
mm^/sec at 25 degree C. 
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CH3 R* R** 

I I I 

(CH3) 3S i O (S i O) 27 (S i O) 1 (S i O) 2S i (CH3) 3 (1 3) 

I I I 

CH3 CH3 CH3 

R*= CsH50CH2CH(OH)CH20CH2CH(OH)CH20CH2CH(OI^)CH20H 

I r 

R**=C2H4SiO (SiO)9Si(CH3)3 
I I 

CH3 CHg 

Preparation Example 3 

[0091] To a reaction vessel were placed 1 20 parts by weight of organohydrogen siloxane according to the following 
formula (15), 200 parts by weight of isopropyl alcohol, 28 parts by weight of triglycerin monoallyl ether according to 
the above formula (11), 84 parts by weight of silicone modified with a vinyl group at one end according to the above 
formula (12), and 51 parts by weight of 1-dodecene. Then 2 parts of 0.5 wt.% chloroplatinic acid solution in isopropyl 
alcohol were added to react for 6 hours under reflux of solvent. 

CH3 H 
I I 

(CHs) 3S i O (S i O) 10 (S i O) sS i (CH3) 3 (15) 

I I 

C H3 C H3 

[0092] The reaction mixture was heated under reduced pressure to distill the solvent off to obtain organopolysiloxane 
according to the following formula (16). The product was a transparent pale-brown liquid with the viscosity of 7000 
mm2/sec at 25 degree C. 
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CHs 



I 



C 1 2 H2 5 
I 



(CH3) 3S i O (S i O) 10 (S i O) 1 (S i O) 1 (S i O) 3S i (CH3) 3 



I 

CH. 



I 

CH. 



I 

CH. 



I 



(1 6) 



E*= C3H4OCH2CH(OH)CH2OCH2CH(OH)CH20CH2CH(OH)CH20H 

R**=C2H4SiO (SiO)g Si(CH3)3 
I I 

CH3 CHg 

Preparation Example 4 

[0093] To a reaction vessel were placed 272 parts by weight of organohydrogen siloxane according to the following 
formula (17), 200 parts by weight of isopropyl alcohol 53 parts by weight of triglycerin monoallyl ether according to 
the above formula (11), and 252 parts by weight of organopolysiloxane according to the formula (12), Then 2 parts of 
0.5 wt.% chloroplatinic acid solution in isopropyl alcohol was added to react for 6 hours under reflux of solvent. 



CH3 CgH.CFs H 

I I I 

(CH3) 3S i O (S i O) 20 (S i O) 5 (S iO) 5S i (CH3) 3 (17) 

I I I 

C H3 CH3 C H3 



[0094] The reaction mixture was heated under reduced pressure to distill the solvent off to obtain organopolysiloxane 
according to the following formula (18). The product was a transparent pale-brown liquid with the viscosity of 14000 
mm2/sec at 25 degree C. 
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CH3 C2H4CF3 R* R** 

I I I I 

(CH3) 3S i O (S i O) 20 (S i O) 5 (S i O) 2 (S i O) 3S i (CH3) 3 

I I I I 

CH3 CH3 C H3 C H3 

(18) 

10 

R*= C3HeOCHaCH(OH)CHjOCH5CH(OH)CH20CH2CH(OH)CH20H 



CHg CH9 

15 I I 

R**=C2H4SiO (SiO)9Si(CH3)3 

I I 

CH3 CHg 

20 

Preparation Example 5 



[0095] To a reaction vessel were placed 478 parts by weight of organ ohydrogen siloxane according to the above 
formula (1 9), 300 parts by weight of isopropyl alcohol, 36 parts by weight of the compound according to the following 
25 formula (20), and 168 parts by weight of the compound according to the above fomriula (12). Then 2 parts of 0.5 wt.% 
chloroplatinic acid solution in isopropyl alcohol were added to react for 6 hours under reflux of solvent. 



30 CH3 H 

I I 

(CH3) 3S i O (S i O) so (S i O) 3S i (CH3) 3 (19) 
I I 
CH3 CH3 

35 



CH^=CHCH^OCH (CH2OCH2CHCH2) 2 (2 0) 

X? 

C(CH,): 

[0096] Further 100 g of 0.025 N hydrochloric acid was added and then deacetonization was carried out for 6 hours 
under reflux. The reaction mixture was heated under reduced pressure to distill the solvent off to obtain organopolysi- 
loxane according to the following fomfiula (21). The product was a transparent pale-brown liquid with the viscosity of 
12000 mm2/sec at 25 degree C. 
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10 



CH3 R* R** 

I I I 

(CH3) sSiO (SiO) 60 (SiO) 1 (SiO)2Si (CH3) 3 (2 1) 

I I I 

C H3 CH3 C tis 



CH3 CH3 



I 

15 R**=C2H4SiO (SiO)9 Si(CHg)3 

I I 

CH3 CH3 



20 Example 1 

[0097] Ten grams of organopolysiloxane from the above-described Preparation Exannple 1 was dissolved in 50 g of 
decamethylcyclopentasiloxane. Then 40 g of titaniunn dioxide, MT-100TV, from Teika, Co., Ltd., was added and dis- 
persed with the aid of a beads nnill to obtain a dispersion of titaniunn dioxide (a). 

25 

Example 2 

[0098] Eight grams of organopolysiloxane from the above-described Preparation Example 2 was dissolved in 42 g 
of decamethylcyclopentasiloxane. Then 50 g of zinc oxide, MZ505S, from Teika, Co., Ltd., was added and dispersed 
30 with the aid of a beads mill to obtain a dispersion of zinc oxide (b). 

Example 3 

[0099] Ten grams of organopolysiloxane from the above-described Preparation Example 3 was dissolved in 40 g of 
35 decamethylcyclopentasiloxane. Then 50 g of zinc oxide, MZ505S, from Teika, Co., Ltd., was added and dispersed with 
the aid of a beads mill to obtain a dispersion of zinc oxide (c). 

Example 4 

40 [0100] Eight grams of organopolysiloxane from the above-described Preparation Example 4 was dissolved in 52 g 
of decamethylcyclopentasiloxane. Then 40 g of titanium dioxide, MT-100TV, from Teika, Co., Ltd., was added and 
dispersed with the aid of a beads mill to obtain a dispersion of titanium dioxide (d). 

Comparative Example 1 

45 

[0101] Ten grams of polyether-modified silicone, KF601 7, from Shin-Etsu Chemical Co., Ltd., was dissolved in 40 g 
of decamethylcyclopentasiloxane. Then 50 g of zinc oxide, MZ505S, from Teika, Co., Ltd., was added and dispersed 
with the aid of a beads mill to obtain a dispersion of zinc oxide (e). 

50 Comparative Example 2 

[0102] Ten grams of organopolysiloxane from the above-described Preparation Example 5 was dissolved in 40 g of 
decamethylcyclopentasiloxane. Then 40 g of titanium dioxide, MT-100TV, from Teika, Co., Ltd., was added and dis- 
persed with the aid of a beads mill to obtain a dispersion of titanium dioxide (f). 

55 

Example 5 

[0103] Five grams of organopolysiloxane from the above-described Preparation Example 1 was dissolved in isopropyl 
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alcohol. Then 40 g of titanium dioxide, MT-100TV, fronn Teika, Co., Ltd., was added and dispersed. The solvent was 
distilled off to obtain a titanium dioxide composition (g). 

Example 6 

5 

[0104] Five grams of organopolysiloxane from the above-described Preparation Example 2 was dissolved in isopropyl 
alcohol. Then 50g of zinc oxide, MZ505S, from Teika, Co., Ltd., was added and dispersed. Then the solvent was distilled 
off to obtain a zinc oxide composition (h). 

10 Example 7 

[0105] Eight grams of organopolysiloxane from the above-described Preparation Example 3 was dissolved in iso- 
propyl alcohol. Then 50 g of zinc oxide, MZ505S, from Teika, Co., Ltd., was added and dispersed. The solvent was 
distilled off to obtain a zinc oxide composition (i). 

15 

Example 8 

[0106] Ten grams of organopolysiloxane from the above-described Preparation Example 4 was dissolved in isopropyl 
alcohol. Then 40 g of titanium dioxide, MT-100TV, from Teika, Co., Ltd., was added and dispersed. Then the solvent 
20 was distilled off to obtain a zinc oxide composition (j). 

Comparative Example 3 

[0107] Ten grams of polyether-modified silicone, KF6017, from Shin-Etsu Chemical Co., Ltd., was dissolved in iso- 
25 propyl alcohol. Then 50 g of zinc oxide, MZ505S, from Teika, Co., Ltd., was added and dispersed. Then the solvent 
was distilled off to obtain a zinc oxide composition (k). 

Comparative Example 4 

30 [0108] Ten grams of organopolysiloxane from the above Preparation Example 5 was dissolved in 5 g of isopropyl 
alcohol. Then 40 g of titanium dioxide, MT-100TV, from Teika, Co., Ltd., was added. The solvent was distilled off to 
obtain a titanium dioxide composition (1 ). 

Evaluation of DIsperslblllty 

35 

[0109] Each sample from the dispersions of powder and the powder compositions from Examples 1 to 8 and Com- 
parative Examples 1 to 4 was mixed with decamethylcyclopentacyclohexane in a concentration of the powder of 5 % 
and the mixture was put in a 50ml tube settler and was allowed to settle. The ratio of the sediment height to the whole 
liquid phase height was determined visually two day later. The results are as shown in the table below. 

40 





Sediment height /whole liquid phase height, 

% 




Sediment height /whole liquid phase height, 

% 


Ex. 1 


0.3 


Ex. 7 


0.8 


Ex. 2 


0.6 


Ex. 8 


0.9 


Ex. 3 


0.7 


Com. Ex. 1 


7.5 


Ex.4 


0.3 


Com. Ex. 2 


0.8 


Ex. 5 


0.5 


Com. Ex. 3 


8.5 


Ex. 6 


0.8 


Com. Ex. 4 


0.5 



[0110] In Examples 1 to 8 and Comparative Examples 2 and 4, the dispersions are remained homogeneous with 
little settling observed, and therefore their dispersibility was good. However, in Comparative Examples 1 and 3, the 
55 dispersions were unhomogeneous and substantial settling was observed. 
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Examples 9 to 16 and Comparative Examples 5 and 6 

[01 11] Sunscreen agent was prepared in the fomnulation shown in Table 1 to evaluate the product quality. The unit 
is "part". 
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Preparation Procedures of Sunscreen Agent 

In the case of Examples 9 to 12 and Comparative Example 5 

[0112] 

A: Components 1 ,2, 3, and 4 were mixed homogeneously. 
B: Components 6,7, and 9 were mixed homogeneously. 
C: B was added to A to emulsify. 

D: Components 5, 10, 11 to 14, and 19 were added to C to obtain a sunscreen agent. 
In the case of Example 13 to 16 and Comparative Example 6 
[0113] 

A: Components 1 ,2, 3, and 4 were mixed homogenously and components 8,1 0,15 to 18, and 20 were added. 

B: Components 6,7, and 9 were mixed homogenously. 

C: B was added to A and the combined mixture was emulsified. 

D: Component 5 was added to C to obtain a sunscreen agent. 

[0114] The evaluations of products quality as described in Table 1 were according to the following procedures. 

1 . Stability of Dispersion of Powder 

[01 1 5] After allowing sunscreen agents to stand sill at room temperature for a month , the aggregation of powder was 
observed to determine the stability of the dispersion according to the following criteria. 
Evaluation criteria + +: aggregable property is not observed. 

+: aggregation of powder is observed slightly. 

-: tendency to aggregate is observed. 

--: aggregation of powder is clearly observed. 

2. User's Satisfaction 

[0116] The obtained sunscreen agents were evaluated concerning dry touch feeling, spreadability, transparency of 
cosmetic films, stickiness to skin, sun burn protecting effect, and scent by 50 women panelists using 5 scales of the 
following criteria. Based on the obtained average score, each sunscreen agent was given grade, such as + or ac- 
cording to the following criteria. 



Criteria for Evaluation 


5 points 


good 


4 points 


slightly good 


3 points 


ordinary 


2 points 


slightly bad 


1 point 


bad 



Evaluation of average point 

[0117] If the average score is 4.5 or higher + + 

If the average score is not lower than 3.5 but not higher than 4.5 + 

If the average score is not lower than 2.5 but not higher than 3.5 

If the average score is not lower than 1 .5 but not higher than 2.5 
[0118] As is clear from the results of Table 1 , the sunscreen agents of Examples 9 to 16 did not show aggregation 
and had a good dispersibility. The users satisfaction was also good in every item, Contrary to this, in the sunscreen 
agent of the Comparative Example 5 where polyethersioicone was added, a slight aggregation was observed, the 
transparency of the cosmetic film was inferior, and a sufficient user satisfaction was not obtained. In the sunscreen 
agent of Comparative Example 6, aggregation was not observed and a good dispersibility and a good user satisfaction 
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was obtained but it had a specific scent. 
Example 17: Oil-in-water Type Cream 



5 [0119] 





Component 


Weight % 




1 . Ethanol 


17.0 


10 


2. Propylene glycol 


3.0 




3. Polyether-modified silicone 


0.5 




4. Glyceryl trioctanoate 


2.0 




5. Sericite treated witin organopolysiloxane from Preparation Example 1 2) 


3.0 




6. Composite powder of hybrid silicone ^) 


5.0 


15 


7. Carboxyvlnyl polymer (1% aqueous solution) 


20.0 




8. Xanthan gum (2% aqueous solution) 


6.0 




9. Triethanolamine 


0.2 




10. Antiseptics agent 


q.l. 


20 


11 . Fragrance 


q.l. 




12. Purified water 


60.8 



1) Polyether-modified silicone; KF-6011, from Shin-Etsu Chemical Co., Ltd. 

2) Sericite treated with organopolysiloxane; obtained by dissolving 2 g organopolysiloxane of the above Preparation Exampie 1 in isopropyl alcolioi, 
dispersing 98 g of sericite, distiiiing the solvent off, and ripening under heat. 

3) Composite powder of liybrid silicone; K S P - 1 0 0, from Shin-Etsu Chemical Co., Ltd. 



Preparation Procedures 
[0120] 

A: Components 1 to 6 were mixed. 

B: Components 7 to 12 were mixed to dissolve. 

C: A was added to B and the resulting mixture was emulsified by stirring. 

[0121] The oil-in-water type cream thus obtained was found to have a fine texture with non-sticl^y, non-oily, moistur- 
izing, and hydrating touch and spread lightly. It could also provide cool feeling for skin and makeup coverage lasted 
long. In addition, it was found that the present oil-in-water type cream did not cause quality change with temperature 
and time, having a very excellent stability. 

Example 18 : Oil-in-water Cream 



[0122] 





Component 


Weight % 


45 


1. Crosslinked dimethylpolysiloxane"') 


10.0 




2 Glyceryl trioctanoate 


5.0 




3. Dipropylene glycol 


7.0 




4. Glycerin 


5.0 


50 


5. Methyl cellulose (2% aqueous solution) 2) 


7.0 




6. Emulsifier of polyacrylic amide type ^) 


2.0 




7. Mica titanium treated with organopolysiloxane from Preparation Example 2 


1.0 


55 


1) Crosslinl<ed dimethylpolysiloxane; KSG-16 from Shin-Etsu Chemical Co., Ltd. 

2) IVIethyl cellulose; Metholose SIVI-4000 from Shin-Etsu Chemical Co., Ltd. 

3) Emulsifier of polyacrylic amide type; Sepigel 305 from SEPIC 

4) Mica titanium obtained by dissolving 2 g of organopolysiloxane of Preparation Example 2 in Isopropyl alcohol, adding 9 
disperse, and distilling the solvent off. 


) g of mica titanium to 
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(continued) 



Component 


Weight % 


8. Antiseptics 


q.l. 


9. Fragrance 


q.l. 


10. Purified water 


63.0 


Preparation Procedures 




[0123] 





A: Components 3 to 10 were mixed. 

B: Components 1 and 2 were mixed to dissolve and A was added. The resulting mixture was emulsified by stirring. 

15 

[0124] The oil- in -water type cream thus obtained was found to have a fine texture with non-sticky, non-oily, moistur- 
izing, and hydrating touch and spread lightly. It could also provide cool feeling for skin and makeup coverage lasted 
long. In addition, it was found that the present oil-in-water type cream did not cause quality change with temperature 

and time, having a very excellent stability. 

20 

Example 19: Water-in-oil Type Cream 



[0125] 



Component 


Weight % 


1 , Dimethylpolysiioxane (6 mm^/sec at 25 degree C) 


6,0 


2. Methylphenyipolysiloxane 


4.0 


3. Squalane 


5.0 


4, Neopentyl glycol dioctanoate 


3.0 


5. Polyether-modified silicone ^) 


3.0 


6. Fine particulate of hydrophobized titanium dioxide 2) 


2.0 


7. Magnesium sulfate 


0,7 


8. Glycerin 


10.0 


9. Antiseptics 


q.l. 


10. Fragrance 


q,l. 


11 . Purified water 


balance 



1) Polyether-modified silicone; KF 6012 from Shin-Etsu Co., Ltd. 



2) Fine particulate of hydrophiobized titanium powder; fine particulate of titanium dioxide with average particulate diameter of 0.05 |a.m was dispersed 
in water so that the content of titanium would be 10 wt.%. Then 10 wt.% sodium silicate solution, where the molar ratio of Si02/Na20 = 0.5, was 
added so that the Si02 content would be 2 wt.% relative to titanium dioxide and 10 wt. % aluminum sulfate solution was added dropwise so that the 
AI2O3 content would be 7.5 wt.% relative to titanium dioxide to deposit silicic acid hydrate and alumina hydrate on the surface of titanium dioxide. 
After the reaction was completed, the reactant was filtered, washed, dried and pulverized with the aid of jet mill. The resulting particulate was placed 
in Henschel mixer, 2 wt.% of organopolysiloxane from Preparation Example 3 was added while stirring sufficiently, the resulting mixture was mixed 
and stirred, and then was calcined at 120 degree C. 

45 

Preparation Procedures 
[0126] 

A: Components 1 to 5 were mixed while heating and then component 6 was added. The resulting mixture was 
mixed homogenously. 

B: Components 7 to 9 and 11 were dissolved while heating. 

C: While stirring, B was added dropwise to A. The resulting mixture was emulsified, cooled, and component 10 
was added thereto to obtain cream. 

55 

[0127] The water-in-oil type cream thus obtained was found to have a fine texture with non-sticky, non-oily, moistur- 
izing, and hydrating touch and spread lightly. It could also provide cool feeling for skin and makeup coverage lasted 
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long. In addition, it was found that the present water-in-oil type cream did not cause quality change with tennperature 
and time, having a very excellent stability. 

Example 20: Water-in-oil Type Cream 



[0128] 



Component 


Weight % 


1 . Alkyl-modifiedcrosslinkedpolyether-modified silicone 
1) 


6.0 


2. Liquid paraffins 


13.5 


3. IVIacadamia nuts oil 


5.0 


4. Alkyl/poly ether co-modified silicone 2) 


0.5 


5. Composite powder of hybrid silicone 3) 


3.0 


6. Dispersion of titanium dioxide'^) 


2.0 


7. Sodium citrate 


0.2 


8. Propylene glycol 


8.0 


9. Glycerin 


3.0 


1 0. Antiseptics 


q.l. 


1 1 . Fragrance 


q.l. 


12. Purified water 


58.8 



1) Alkyl-modified crosslinked polyether-modified silicone; KSG-310 from Shin-Etsu Co., Ltd. 

2) AII<yl/polyether co-modified silicone; KF-6026 from Shin-Etsu Co., Ltd. 

3) Composite powder of liybrid silicone; KSP-100 from Shin-Etsu Co., Ltd. 

4) Dispersion of titanium dioxide: obtained by dissolving 1 0 g or organopolysiloxane of the above Preparation Example 3 in 50 g of tridecyl Isonon- 
anate, adding 40 g of titanium dioxide, MV-100TV from Teika Co., Ltd., thereto, and dispersing the resulting mixture with the aid of beads mill to 
obtain the dispersion of titanium dioxide. 

Preparation Procedures 
[0129] 

A: Components 1 to 6 were mixed. 

B: Components 7 to 12 were mixed to dissolve and the resulting mixture was added to A. The resulting mixture 
was emulsified. 

[0130] The water-in-oil type cream thus obtained was found to have a fine texture with non-sticky, non-oily, moistur- 
izing, and hydrating touch and spread lightly. It could also provide cool feeling for skin and makeup coverage lasted 
long. In addition, it was found that the present water-in-oil type cream did not cause quality change with temperature 
and time, having a very excellent stability. 



Example 21 : Water-in-oil Type Cream 
[0131] 



Component 


Weight % 




1. 


Dimethylpolysiloxane (Gmm^/sec at 25 degree C) 


4.0 




2. 


Polyether-modified silicone 


5.0 




3. 


POE (5) octyl dodecyl ether 


1.0 




4. 


Polyoxyethylene sorbitan monostearate (20E.O.) 


0.5 




5. 


Zinc oxide treated with silicic anhydride 2) 


2.0 




6. 


Dispersion of titanium dioxide of Example 1 (A) 


25,0 



1) Poiyether-modified silicone; KF6019 from Shin-Etsu Co., Ltd. 

2) Zinc oxide treated with silicic anhydride: slica with a particle size ranging from 0.01 to 10|j.m, containing 50% of zinc oxide; SUNSPHERE SZ-5 
from Asahl Glass Company. 



22 



EP 1 416 016 A1 



(continued) 



Component 


Weight % 




7. Liquid paraffins 


2.0 




8. Macadamia nuts oil 


1.0 




9. Scuttellaria Root Extract^) 


i n 
\ .u 




10. Gentiana Extract4) 


0.5 




11. Etiianol 


5.0 




12. 1 ,3-Buthylene glycol 


2.0 




13. Antiseptics 


q.l. 




14. Fragrance 


q.l. 




15. Purified water 


balance 



3) Scuttellaria Root Extract; extracted with a 50% aqueous 1 ,3-butylene glycol solution. 

4) Gentiana Extract: extracted witl-i a 20% aqueous ethanol solution. 



Preparation Procedures 
[0132] 

A: Components 5 to 8 were mixed and the resulting mixture was dispersed homogeneously. 

B: Components 1 to 4 were mixed and A was added. 

C: Components 9 to 14 and 16 were mixed and B was added. The resulting mixture was emulsified. 
D: C was cooled and component 15 was added to obtain cream. 

[0133] The water-in-oil type cream thus obtained was found to have a fine texture with non-sticky, non-oily, moistur- 
izing, and hydrating touch and spread lightly. It could also provide cool feeling for skin and makeup coverage lasted 
long. In addition, it was found that the present water-in-oil type cream did not cause quality change with temperature 
and time, having a very excellent stability. 

Example 22: Eyeliner 

[0134] 



Component 


Weight % 


1 . Decamethylpentasiloxane 


14.0 


2. Polyether-modified silicone 


3.0 


3. Organosilicone resin 


15.0 


4. Montmorillonite modified with dioctadecyldimethylammonium salt 


3.0 


5. Dispersion of iron oxide black 2) 


25.0 


6. 1.3-Butylene glycol 


5.0 


7. Sodium dehydroacetate 


q.l. 


8. Antiseptics 


q.l. 


9. Purified water 


balance 


1) Polyetlier-modified silicone; KF6017from Shin-Etsu Co., Ltd. 

2) Organosilicone resin; KF-7312J from Stiin-Etsu Co., Ltd. 

3) Dispersion of iron oxide black; 
Iron oxide black 40% 

Organopolyslloxane of Preparation Example 4 10 % 

Dispersion obtained by dispersing decamethylpentasilixoane with the aid of beads mill 


50% 



Preparation Procedures 
[0135] 

A: Components 1 to 4 were mixed and components was added. The resulting mixture was dispersed homogene- 
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55 



ously. 

B: Components 6 to 9 were nnixed. 

C: B was added dropwise to A and the mixture was emulsified to obtain eyeliner 

[0136] The eyeliner thus obtained demonstrated a light spreadability and was easy to draw with. It also gave a 
refreshing and non oily feelings to users. No quality change was found with temperature and time and it showed superior 
stability and good users' satisfaction. It was also found that cosmetic effect maintained long with excellent water re- 
sistance and sweat resistance. 



^0 Example 23: Foundation 
[0137] 



15 



Component 



Weight % 



20 



25 



30 



1 . Decamethylcyclopentasiloxane 

2. Dimethylpoiysiloxane (6 mnn^/sec at 25 degree C) 

3. Crosslinl<ed polyether-modified silicone 

4. Polyether-modified silicone 2) 

5. Montmorillonite modified with octadecyldimethylbenzylammonium salt 

6. Titanium dioxide treated with organopoiysiioxane from Preparation Example 1^) 

7. Talc treated with organopoiysiioxane from Preparation Example 1^) 

8. Mica treated with organopoiysiioxane from Preparation Example 1^) 

9. iron oxide red treated with organopoiysiioxane from Preparation Example 1^) 

10. Iron oxide yellow treated with organopoiysiioxane from Preparation Example 1^) 

11 . Iron oxide black treated with organopoiysiioxane from Preparation Example 1^) 

12. Dipropylene glycol 

13. Methyl paraoxybenzoate 

14. 2-amino-2-methyi-1 ,3-propanediol 

15. Hydrochloric acid 

16. Fragrance 

17. Purified water 



45.0 
5.0 
3.0 
1.0 
4.0 

10.0 
6.0 
6.0 
1.6 
0.7 
0.2 
5.0 
0.3 
0.2 
0.1 
q.i. 
q.i. 



35 



1) Crosslinked olyether- modified silicone; KSG-210 from Shin-Etsu Chemical Co., Ltd. 

2) Polyetlner-modified silicone; KF-6019 from Shin-Etsu Chemical Co., Ltd. 

3) Treated powder; obtained by dissolving 2 g of organopoiysiioxane of Preparation Example 1 In isopropyl alcohol, adding 98 g of each powder, 
dispersing the resulting mixture and distilling the solvent off therefrom. 



40 



Preparation Procedures 
[0138] 



45 



A: Components 1 to 5 were mixed while heating and components 6 to 11 were added. The resulting mixture was 
made homogeneous, 

B: Components 12 to 15 and 17 were dissolved with heating while the pH of the aqueous phase was kept at 9.0. 
C: While stirring, B was added dropwise to A to emulsify. The resulting emulsion was cooled and the component 
1 6 was added to obtain foundation. 



50 



[0139] The foundation thus obtained was found to have a fine texture with non-sticky, non-oily, moisturizing, and 
hydrating touch and spread lightly. It could also provide cool feeling for skin and makeup coverage lasted long. In 
addition, it was found that the present foundation did not cause quality change with temperature and time, having a 
very excellent stability. 
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Example 24: Cream Eveshadow 



[0140] 



5 


Component 


Weight % 




1 . Decamethylcyclopentasiloxane 


15.0 




2. Dimethylpolysiloxane (6 mm^/sec at 25 degree C) 


10.0 




3. Branched polyether-nnodified silicone 


2.0 


10 


4. PEG (10) lauryl ether 


0.5 




5. Cromium oxide treated with organopolysiloxane from Preparation Example 2 


6.2 




6. Ultramarine blue treated with organopolysiloxane from Preparation Example 2 2) 


4.0 




7. Mica coated with titanium treated with organopolysiloxane from Preparation Example 2 2) 


6.0 


15 


8. Sodium chloride 


2.0 


9. Propylene glycol 


8.0 




1 0. Antiseptics 


q.l. 




1 1 . Fragrance 


q.l. 




12. Purified water 


balance 



20 1) Branched polyether- modified silicone; KF6028 from Shin-Etsu Chemical Co., Ltd. 

2) Treated powder; obtained by dissolving 3 g of organopolysiloxane of Preparation Example 2 in isopropyl alcohol, adding 97 g of each powder, 
dispersing the resulting mixture and distilling the solvent off therefrom. 



Preparation Procedures 

25 

[0141] 

A: Components 1 to 4 were mixed and component 5 to 7 were added to disperse homogenously. 
B: Components 8 to 10 and 12 were dissolved homogeneously. 
30 C: While stirring, B was added to A to emulsify and component 11 was added thereto to obtain eyeshadow. 

[0142] The cream eyeshadow thus obtained demonstrated a light spreadability without oily look nor powdery look 
and gave moisture and a refreshing feeling to users. It also had a good water resistance and a sweat resistance and 
makeup coverage lasted long. No quality change was found with temperature and time. 

35 

Example 25: Lipstick 



[0143] 



40 


Component 


Weight % 




1 . Candelilla wax 


8.0 




2. Polyethylene wax 


8.0 




3. Long-chain alkyi group containing acrylic silicone resin 


12.0 


45 


4. Methylphenylpolysiloxane 2) 


3.0 




5. Isotridecyl isononanate 


20.0 




6. Glyceryl isostearate 


16.0 




7. Polyglyceryl triisostearate 


28.5 




8. Red No. 202 treated with organopolysiloxane from Preparation Example 3 ^) 


0.8 


50 


9. Iron oxide red treated with organopolysiloxane from Preparation Example 3 ^) 


1.5 




1 0. Iron oxide yellow treated with organopolysiloxane from Preparation Example 3 3) 


1.0 




11 . Iron oxide black treated with organopolysiloxane from Preparation Example 3 3) 


0.2 


55 


1) Long-chain all<yl group containing acrylic silicone resin; KP-561P from Shin-Etsu Chemical Co., Ltd. 

2) Methylphenylpoiyslioxane; KF-54from Shin-Etsu Chemical Co., Ltd. 





3) Treated powder; obtained by dissolving 2 g of the organopolysiloxane of Preparation Example 3 in isopropyl alcohol, adding 98g of each powder, 
dispersing the resulting mixture, and distilling the solvent off therefrom. 
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(continued) 



Component 


Weight % 


12. Titaniunn dioxide treated with organopolysiloxane from Preparation Example 3 3) 

13. Antiseptics 

14. Fragrance 


1.0 

q.l. 
q.l. 



3) Treated powder; obtained by dissolving 2 g of tlie organopoiysiloxane of Preparation Example 3 in isopropyi alcohol, adding 98g of eacii powder, 
dispersing the resulting mixture, and distilling the solvent off therefrom. 



Preparation Procedures 
[0144] 

A: Components 1 to 6 were mixed and part of component 6 was mixed to dissolve. 

B: Components 8 to 1 4 and the rest of the component 7 was mixed homogeneously and the resulting mixture was 
added to A to obtain a homogenous mixture. 

[0145] The lipstick thus obtained demonstrated a light spreadability without oily look nor powdery look and gave a 
refreshing feeling to users. It also showed a superior stability with a good water resistance and water repellency 

Example 26: Eyeliner 



[0146] 



Component 


Weight % 


1 . Decamethylcyclopentasiloxane 


6.0 


2. Dimethylpolysiloxane (6 mm^/sec at 25 degree C) 


5.0 


3. Jojoba oil 


2.0 


4. Polyether-modified silicone 


1.0 


5. Alkyl/polyether co-modified silicone 2) 


1.0 


6. Acrylic silicone resin 2) 


15.0 


7. Iron oxide black treated with organopolysiloxane from Preparation Example 4^) 


20.0 


8. Ethanol 


5.0 


9. Antiseptics 


q.l. 


10. Purified water 


q.l. 



1) Polyether-modified silicone; KF6017 from Shin-Etsu Chemical Co., Ltd. 

2) Alkyl/polyether co-modified silicone; KF6026 from Shin-Etsu ChemicaJ Co., Ltd. 

3) Acrylic silicone resin; KP545 from Shin-Etsu Chemical Co., Ltd. 

4) Iron oxide black treated with organopolysiloxane; obtained by dissolving 2 g of the organopolysiloxane of Preparation Example 4 in isopropyi 
alcohol, adding 98g of iron oxide black, dispersing the resulting mixture, and distilling the solvent off therefrom. 



Preparation Procedures 
[0147] 

A: Components 1 to 6 were mixed while heating and component 7 was added. The resulting mixture was dispersed 
homogenously. 

B: Components 8 to 10 were dissolved while heating 

C: While stirring, B was added to A. The resulting mixture was emulsified to obtain eyeliner. 

[0148] The eyeliner thus obtained demonstrated a light spreadability without oily look nor powdery look and gave 
moisture and a refreshing feeling to users. It also had a good water resistance and a sweat resistance and makeup 
coverage lasted long. No quality change was found with temperature and time. 
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Example 27: Liquid Foundation 



[0149] 



5 


Component 


Weight % 




1 . Dini6thylpolysiloxan6 (6 mm^/sGC at 25 dGgrso C) 


4.5 




2. DecamethylcyclopGntasiloxanG 


15.0 




3. SqualanG 


4.0 


10 


4. NGopGntylglycol dioctanoatG 


3.0 




5. Myristic acid isostGaric acid diglycGhdG 


2.0 




6. (x-MonoisostGaryl glycGryl GthGr 


1.0 




7. PolyGthGr-modifiGd silicone 


1.0 


15 


8. All<y I/poly ether co-modifiGd siliconG 2) 


0.5 


9. Aluminum distGaratG 


0.2 




10. Titanium dioxIdG trGatGd with organopolysiloxanG f rom PrGparation ExampiG 2 


5.0 




11 . Sericite treated with organopoiysiloxane from Preparation Example 4^) 


2.0 




12. Talc treated with organopoiysiloxane from Preparation Example 4 ^) 


3.0 


on 


13. Iron oxide rGd trGatGd with organopolysiloxanG from PrGparation ExampiG 4 ^) 


0.4 




14. Iron oxide yellow treated with organopoiysiloxane from Preparation Example 4 2) 


0.7 




15. Iron oxide black treated with organopoiysiloxane from Preparation Example 4 3) 


0.1 




16. Magnesium sulfate 


0.7 


25 


17. Glycerin 


3.0 


18. Antiseptics 


q.i. 




19. Fragrance 


q.i. 




20. Purified water 


balance 




1) Polyehter-modifeid silicone; KF6019 from Shin-Etsu Chemical Co., Ltd. 




30 


2) Alkyl/polyether co-modified silicone; KF6026 from Shin-Etsu Chemical Co., Ltd. 





3) Treated powder; obtained by dissolving 2 g of the organopoiysiloxane of Preparation Example 4, adding 98 g of powder, dispersing the resulting 
mixture, and distiliing the soivent off therefrom . 



Preparation Procedures 
[0150] 



A: Components 1 to 9 were mixed while hGating and componGnt 10 to 15 WGrG addGd. ThG rGSuiting mixture was 
dispersed homogenously. 

B: Components 16 to 18 and compnent 20 were dissolved while heating. 

C: While stirring, B was added dropwise to A. The resulting mixture was GmulsifiGd, cooiGd, and componGnt 10 
was added to thereby liquid emulsified foundation. 



[0151] The liquid emulsified foundation thus obtained was found to have a fine texture with non-sticky, non-oily 
moisturizing, and hydrating touch and spread lightly. It could also provide cool feeling for sl<in and makeup coverage 
lasted long. In addition, it was found that the presGnt liquid GmulsifiGd foundation did not causG quality changG with 
tGmpGraturG and timG, having a very excellent stability. 



Example 28: Liquid Emulsified Foundation 



[0152] 


Component 


Weight % 


1 . Decamethylcyclopentasiloxane 


16.0 


2. Dimethylpolysiloxane (6 mm^/sec at 25 degree C) 


8.0 


3. Octyi paramethoxycinnamate 


3.0 


4. 1 2-Hydroxystearic acid 


1.0 
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(continued) 



Component 


Weight % 


5. Fluorine-modified silicone 


15.0 


6. Fluorinated alkyl/polyether co-modified silicone 2) 


5.0 


7 Powder of sohericfil DolvmethvlsilsesouioYane ^) 

# ■ 1 \^ W U w 1 \J I Ok/ 1 1 w 1 lwC4l k/WIVI 1 IwLI IV 1 w II wwOU U IV/y\Ullw ' 


3.0 


8. Fine powder of titanium dioxide treated with organopolysiloxanefrom Preparation Examples'*) 


8.0 


9. Mica titanium dioxide treated with organopolysiloxane from Preparation Example 3 *) 


1.0 


10. Titanium dioxide treated with organopolysiloxanefrom Preparation Example 3 ^) 


5.0 


11 . Iron oxide red treated with organopolysiloxane from Preparation Example 3 *) 


0.9 


12. Iron oxide yellow treated with organopolysiloxane from Preparation Example 3^) 


2.0 


13. Iron oxide black treated with organopolysiloxanefrom Preparation Example 3"^) 


1.0 


14. Ethanol 


15.0 


15. Glycerin 


3.0 


16. Magnesium sulfate 


1.0 


17, Antiseptics 


q.l. 


18. Fragrance 


q.l. 


19. Purified water 


balance 



1) Fluorine-modified silicone; FL-50 from Shin-Etsu Chemical Co., Ltd. 

2) Flouorinated alkyl/polyether-comodified silicone; FPD-4694from Shin-Etsu Chemical Co., Ltd. 

3) Powder of spherical polymethylsilsesquioxane; KMP 590 50 from Shin-Etsu Chemical Co., Ltd. 

4) Treated powder; obtained by dissolving 2 g of the organopolysiloxane of Preparation Example 3, adding 9dg of each powder, dispersing the 
resulting mixture, and distilling the solvent off therefrom. 



Preparation Procedures 
[0153] 

30 

A: Components 7 to 13 were mixed homogenously. 

B: Components 1 to 6 were mixed while heating to 70 degree C and A was added. The resulting mixture was 
dispersed homogeneously. 

0: The mixture of components 14 to 17 and components 1 9 was heated to 40 degree C, the mixture was added 
35 dropwise to B. The resulting mixture was emulsified, cooled, and component 1 8 was added to obtain liquid foun- 

dation . 



[0154] The liquid emulsified foundation thus obtained demonstrated a light spreadability without stickiness and gave 
a non-oily and refreshing feeling to users. It was also found that the present liquid emulsified foundation did not cause 
40 quality change with temperature and time, having a very excellent stability. 

Example 29: Eyeliner 

[0155] 



Component 


Weight % 


1 . Decamethylcyclopentasiloxane 


22.0 


2. Dimethylpolysiloxane (6 mm^/sec at 25 degree C) 


5.0 


3. Iron oxide black treated with organopolysiloxane from Preparation Example 1 ^) 


20.0 


4. Organosilicone resin 2) 


10.0 


5. Vitamin E acetate 


0.2 


6. Jojoba oil 


2.0 


7. Benton ite 


3.0 



1) Iron oxide black treated with organopolysiloxane: obtained by dissolving 2 g of the organopolysiloxane of Preparation Example 1 , adding 98g of 
iron oxide black, dispersing the resulting mixture, and distilling the solverrt off therefrom. 

2) Organosilicone resin; KF-7312J from Shin-Etsu Chemical Co., Ltd. 
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(continued) 



Component 


Weight % 


8. Polyether-modified silicone 3) 


2.0 


9. Ethanol 


3.0 


10. 1,3-Butylene glycol 


5.0 


1 1 . Antiseptics 


q.l. 


12. Purified water 


q.l. 



10 3) Polyether-nnodified silicone; KF6017 from Shin-Etsu Chemical Co., Ltd. 

Preparation Procedures 
[0156] 

15 

A: Components 1 , 2, and from 4 to 8 were mixed and thereto component 3 was added. The resulting mixture was 

dispersed homogeneously. 

B: Components 9 to 11 and 13 were mixed. 

C: B was added dropwise to A. The resulting mixture was emulsified and cooled to obtain eyeliner 

20 

[0157] The eyeliner thus obtained demonstrated a light spreadability and was easy to draw with. It also gave a 
refreshing and non oily feelings to users. Noquality change was found with temperature and time and it showed superior 
stability and good users' satisfaction. It was also found that cosmetic effect maintained long with excellent water re- 
sistance and sweat resistance. 

25 

Example 30: Foundation 
[0158] 



Component 


Weight % 


1 . Decamethylcyclopentasiloxane 


27.0 


2. IVIethylphenylpolysiloxane 


3.0 


3. Glyceryl trioctanoate 


10.0 


4. Branched polyglycerin-modified silicone 


1.0 


5. Polyglyceryl monoisostearate 


3.0 


6. Mixture of hydrophobized powders 2) 


18.0 


7. Iron oxide red 


1.2 


8. Iron oxide yellow 


2.6 


9. Iron oxide black 


0.2 


10. 1 ,3-Butylene glycol 


7.0 


11 . Sodium chloride 


0.5 


12. Antiseptics 


q.l. 


13. Fragrance 


q.l. 


14. Purified water 


balance 



1) Branched polyglycerin-modified silicone; KF6104from Shin-Etsu Chemical Co., Ltd. 

2) Mixture of hydrophobized powders; 

a. Fine powder of titanium dioxide 8.0 
50 b. Fine powder of zinc oxide 4.0 

c. Talc 3.0 

d. Mica 3.0 

Preparation Procedures 
[0159] 

A: Components from a to d were mixed. To the resulting powder mixture was added 1 wt.% of organopolysiloxane 
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from Preparation Example 2 to heat. 

B. Components 1 to 5 were mixed and the resulting mixture was dissolved while heating. Components 6 to 9 were 

added and then the mixture was dispersed homogeneously. 

C. Components 10 to 12 and 14 were mixed. The resulting mixture was added to B and the resulting mixture was 
emulsified. 

D: C was cooled and thereto component 13 was added to obtain foundation. 



[0160] The foundation thus obtained was non-sticl<y, had a light spreadability, a good adhesion, and a shiny gloss, 
and well fit toward skin. IVlakeup coverage maintained long, and it was also found that the present foundation did not 
10 cause quality change with temperature and time, having a very excellent stability. 



Example 31 : Hair Spray for Brushing 



[0161] 

15 



Component 


Weight % 


1 . Isopropyl myristate 


1.0 


2. Stearyltrlmethylammonlum chloride 


0.05 


3. Zinc oxide composition of Example 6 (H) 


3.0 


4. Ethanol 


25.0 


5. Fragrance 


q.l. 


6. Blowing agent 


balance 



Preparation Procedures 
[0162] 



A: Components 1 to 5 were mixed. 

B: A was packed into an aerosol can and then component 6 was packed to obtain brushing agent. 

[0163] Brushing spray thus obtained was found to give a shiny and very smooth finish, of which effect maintained 
long. It also demonstrated a good dispersibility of powder when using and left hair easy to comb. 

Example 32: Rinse 



[0164] 



40 


Component 


Weight % 


1 . Ethylene glycol distearate 


3.0 




2. Cetanol 


2.0 




3. Propylene glycol monostearate 


3.0 




4. Dimethylpolysiloxane (1 00 mm^/sec at 25 degree C) 


3.0 


45 


5. Glycerin monostearate 


4.0 




6. Polyoxyethylene (3) stearate 


4.0 




7. Acetyltrimethylammonium chloride 


5.0 




8. Polyoxyethylene (20) cetyl ether 


2.0 


50 


9. Zinc oxide composition of Example 6 (H) 


2.0 




10. 1 ,3-Butylene glycol 


5.0 




11 . Antiseptics 


q.l. 




12. Fragrance 


q.l. 




13. Purified water 


balance 
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Preparation Procedures 
[0165] 

5 A: Components 1 to 9 were combined and the resulting mixture was stirred to mix. 

B. Components 10,11 and 13 were mixed while heating. 

C: B was added to A to mix and then the resulting mixture was cooled and component 12 was added to obtain rinse. 

[0166] Rinse thus obtained was found to be non-sticky, leave hair no heavy feeling upon using but a shiny gloss and 
10 a light and smooth touch, and add volume to hair. It also left hair easy to comb, and the effect maintained long and 
users satisfaction was good. 

Example 33: No Rinse Shampoo 

15 [0167] 



Component 


Weight % 


1 . Laurie acid amide propyldimethylaminoacetic acid 


15.0 


betaine (30%) 




2. Sodium polyoxyethylene (3) lauryl ether sulfate (27%) 


4.0 


3. Polyoxyethylene (150) distearate 


0.5 


4, Cationized cellulose (4%) 


0.5 


5. Glycerin 


3.0 


6. Dimethylpolysiloxane (1000,000 mm2/sec at 25 


1.0 


degree C) 




7. Dimethylpolysiloxane (100 mm^/sec at 25 degree C) 


3.0 


8. Mica treated with organ opolysiloxane from 


2.0 


Preparation Example 3 




9. Antiseptics 


q.l. 


10. Fragrance 


q.l. 


1 1 . Purified water 


balance 


1) Mica treated with organopolysiloxane; obtained by dissolving 2 g of the organopolysiloxane of Preparation 
Example 3 in isopropyl alcohol, adding 98g of mica, dispersing the resulting mixture and distilling the solvent off 
therefrom. 



Preparation Procedures 



40 [0168] 

A: Components 1 to 5,9 and 11 were combined and mixed while heating. 
B. Components 6 to 8 were mixed and the resulting mixture was dispersed. 

C: B was added to A to mix and then, the resulting mixture was cooled. Component 10 was added to obtain no 
45 rinse shampoo. 

[0169] No rinse shampoo thus obtained was found to be non-sticky, leave hair no heavy feeling upon using but a 
shiny gloss and a light and smooth touch, and add volume to hair. It also left hair easy to comb, and the effect maintained 
long and users satisfaction was good. 

50 

Example 34: Treatment 



[0170] 



Component 


Weight % 


1 . Ethylene glycol distearate 

2. Liquid paraffins 


1.0 
10.0 
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(continued) 



Component 


Weight % 


3. Squalane 


5.0 


4. Stearyl alcohol 


1.5 


5. Dimethylpolysiloxane (10 mm^/sec at 25 degree C) 


3.0 


6. Stearic acid 


6.0 


7. Polyoxyethylene (3) stearyl alcohol 


4.5 


8, Polyoxyethylene (150) cetyl alcohol 


2.0 


9. Sericite treated with organopolysiloxane from Preparation Example 2 ^) 


1.5 


1 0. 1 ,3-Butylene glycol 


6.0 


1 1 . Antiseptics 


q.l. 


12. Fragrance 


q.l. 


13. Purified water 


balance 



1 ) Sericite treated with organopolysiloxane from Preparation Exampie 2; obtained by dissolving 2 g of the organopolysiloxane of Preparation Example 
2 in isopropyl alcohol, adding 98g of sericite, dispersing the resulting mixture, and distilling the solvent off therefrom. 



Preparation Procedures 
[0171] 

A: Components 1 to 9 were mixed while heating. 

B. Components 10, 11, and 13 were mixed and the resulting mixture was dispersed. 

C: B was added to A to mix thereof, and then the resulting mixture was cooled. Component 1 0 was added to obtain 
treatment. 

[0172] Treatment thus obtained was found to be non-sticky, leave hair no heavy feeling upon using but a shiny gloss 
and a light and smooth touch, and add volume to hair. It also left hair easy to comb, and the effect maintained long 
and users satisfaction was good. 

Example 35: Water-in-oil Type Antiperspirant 

[0173] 



Component 


Weight % 


1 . Crosslinked polyether-modified silicone 


7.0 


2. Decamethylcyclopentasiloxane 


10.0 


3. Glyceryl trioctanoate 


7.0 


4. Dipropylene glycol 


5.0 


5. Sodium citrate 


0.2 


6. Aluminum zirconium tetrachlorohydrate 


18.0 


7. Zinc oxide composition of Example 7 (1) 


5.0 


8. Composite powder of fluorine-modified hybrid silicone 2) 


2.0 


9. Fragrance 


q.l. 


10. Purified water 


46.8 



1) Crosslinked polyether-modified silicone; KSG-210 from Shin-Etsu Chemical Co., Ltd. 

2) Composite powder of fluorine-modified hybrid silicone; KSP-200 from Shin-Etsu Chemical Co., Ltd. 



Preparation Procedures 
[0174] 

A: Components 1 to 3 were mixed. 
B. Components 4 to 10 were mixed. 
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C: B was added to A and the resulting mixture was mixed to emulsify. 



[0175] Water-in-oil type antiperspirant thus obtained was found to spread lightly and leave hair non-stiky nor oily 
touch but a cool and refreshing feeling. In addition, it was found that the present antiperspirant caused no change in 
5 quality with temperature and time, having good users satisfaction and a good stability. 



Example 36: Antiperspirant of Roll-on-Type 



[0176] 

10 



Component 


Weight % 


1. 


Crosslinked polyether-modified silicone 


20.0 


2. 


Dimethylpolysiloxane (6 mm^/sec at 25 degree C) 


10.0 


3. 


Crosslinked dimethylpolysiloxane 2) 


15.0 


4. 


Decamethylcyclopentasiloxane 


30.0 


5. 


Aluminum/zirconium tetrachloro hydrate 


20.0 


6. 


Zinc oxide composition of Example 6 (H) 


4.0 


7. 


Composite powder of phenyl-modified hybrid silicone 3) 


1.0 


8. 


Fragrance 


q.l. 



1) Crosslinked polyether-modified silicone; KSG-210 from Shin-Etsu Chemical Co., Ltd. 

2) Crosslinl<ed dimetliylpolysiloxane; KSG-15 from Sliin-Etsu Chemical Co., Ltd. 

3) Composite powder of Phenyl-modified hybrid silicone; KSP-300 from Shin-Etsu Chemical Co., Ltd. 



Preparation Procedures 
[0177] 



A: Components 1 to 4 were mixed. 

B. Components 5 to 8 were combined to A and the resulting mixture was dispersed homogeneously. 

[0178] Antiperspirant of roll-on-type thus obtained was found to spread lightly and have non-sticky or non-oily touch 
and leave skin a cool and refreshing feeling. In addition, it was found that the present antiperspirant of roll-on-type 
caused no change in quality with temperature and time, having good users satisfaction and a good stability. 

Example 37: Suncut Milky Lotion 



[0179] 



Component 


Weight % 


1. Decamethylcyclopentasiloxane 


8.0 


2. Methylphenylpolysiloxane 


3.0 


3. Sorbitan monoisostearate 


1,0 


4. Polyether-modified silicone 


0.5 


5. Trimethylsiloxy cinnamate 2) 


1.0 


6. Octyl paramethoxy cinnamate 


4.0 


7. Titanium dioxide dispersion of Example 1 (A) 


20.0 


8. Sorbitol 


2.0 


9. Sodium chloride 


2.0 


10. Antiseptics 


q.l. 


11. Fragrance 


q.l. 


12. Purified water 


balance 



1) Polyether-modified silicone; KF-6015 from Shin-Etsu Chemical Co., Ltd. 

2) Trimethylsiloxy cinnamate; X-21 -5250 from Shin-Etsu Chemical Co., Ltd. 
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Preparation Procedures 
[0180] 

5 A: Components 1 to 6 were nnixed while heating and component 7 was dispersed homogeneously therein. 

B. Components 8 to 10, and 12 were mixed while heating. 

C: While stirring, B was added dropwise to A. The resulting mixture was cooled and component 11 was added to 
obtain suncut milky lotion. 

10 [0181] Suncut milky lotion thus obtained was found to have a fine texture with a light spreadability and have a non- 
sticky touch and ieave skin moisturized and hydrated feeling as well as a long lasting coverage effect. Ultraviolet ray 
protection effect maintained long. In addition, it was found that the present suncut milky lotion caused no change in 
quality with temperature changes and time, having a very excellent stability. 

15 Example 38: Suncut Milky Lotion 

[0182] 



Component 


Weight % 


1 . Dimethylpolysiloxane (6 mm^/sec at 25 degree C) 


3.0 


2. Decamethylcyclopentasiloxane 


3.0 


3. Glyceryl trioctanoate 


2.0 


4. Crosslinked polyether-modified silicone 


3.0 


5. Crosslinked dimethylpolysiloxane 2) 


2.0 


6. Branched polyether co-modified silicone ^) 


1.0 


7. Titanium dioxide dispersion of Example 1 (A) 


25.0 


8. Zinc oxide dispersion of Example 2 (B) 


35.0 


9. Sodium citrate 


0.2 


10. Dipropylene glycol 


3.0 


1 1 . Antiseptics 


q.l. 


12. Fragrance 


q.l. 


13. Purified water 


balance 



1) Crosslinked polyether-modified silicone; KSG210 from Slnin-Etsu Chemical Co., Ltd. 

2) Crosslinked dimethylpolysiloxane; KSG15 from Shin-Etsu Chemical Co., Ltd. 

3) Branched polyether-co- modified silicone; KF6028 from Shin-Etsu Chemical Co., Ltd. 



Preparation Procedures 

40 

[0183] 

A: Components 1 to 6 were combined to mix homogenously. 

B: Components 9 to 11 and 13 were mixed and dissolved. 
45 C: B was added to A to emulsify and components 8, 9 and 12 were added to obtain suncut milky lotion. 

[0184] The suncut milky lotion thus obtained was non-sticky, had a light spreadability, a good adhesion, provided a 
shiny finish, and well fit toward skin. Makeup coverage maintained long, and it was also found that the present suncut 
milky lotion did not cause quality change with temperature and time, having a very excellent stability. 

50 

Example 39: Suncut Cream 
[0185] 



Components 


Weight % 


1 . Decamethylcyclopentasiloxane 


17.5 
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(continued) 



Components 


Weight % 


2. Acrylic silicone resin 


12.0 


3. Glyceryl trioctanoate 


5.0 


4. Octyl paramethoxy cinnannate 


6.0 


5. Crosslinked polyether-modified silicone 2) 


5.0 


6. AlkyI / polyether co-nnodified silicone ^) 


1.0 


7. Zinc oxide connposition of Exannple 6 (H) 


20.0 


8. Sodium chloride 


0.5 


9. 1,3-Butylene glycol 


2.0 


10. Antiseptics 


q.l. 


11 . Fragrance 


q.l. 


12. Purified water 


balance 



1) Acrylic silicone resin; KP545 from Shin-Etsu Chemical Co., Ltd. 

2) Crosslinked polyether-modified silcone; KSG210from Shin-Etsu Chemical Co., Ltd. 

3) AlkyI / polyether co-modified silicone; KF6026 from Shin-Etsj Chemical Co., Ltd. 



20 

Preparation Procedures 
[0186] 

25 A: Component 2 was added to a part of component 1 to mix homogeneously, and thereto component 7 was added 

and the resulting mixture was dispersed with the use of beads mill. 

B: The rest of the component 1 and components 3 to 6 were combined to mix homogeneously. 
C: Components 8 to 10 and 12 were combined to dissolve. 

D: C was added to B and the resulting mixture was emulsified. A and component 1 1 were added to obtain sunscut 
30 cream. 



[0187] The suncut cream thus obtained was non-sticky, had a light sp readability, a good adhesion, provided a shiny 
finish, and well fit toward skin. Makeup coverage maintained long, and it was also found that the present suncut cream 
did not cause quality change with temperature and time, having a very excellent stability. 

35 

Example 40: O / W IVpe Suncut Milky Lotion 
[0188] 



Components 


Weight % 


1 . Acrylic silicone resin"") 


10.0 


2. Titanium dioxide dispersion of Example 1 


15.0 


3. Zinc oxide dispersion of Example 2 


15.0 


4. Decamethylcyclopentasiloxane 


16.5 


5. Neopentylglycol dioctanoate 


8.0 


6. Polymethylsesquioxane 


3.0 


7. Polyether-modified silicone 2) 


4.0 


8. Polyether-modified silicone ^) 


1.5 


9. Polyoxyethylene hydrogenated castor oil 


1.5 


10. 1,3-Butylene glycol 


5.0 


11 . Purified water 


20.5 



1) Acrylic silicone resin; KP-545 from Shin-Etsu Chemical Co., Ltd. 

2) Polyether-modified silicone; KF-6018from Shin-Etsu Chemical Co., Ltd. 

3) Polyether-modified silicone; KF-6029from Shin-Etsu Chemical Co., Ltd. 



35 



EP 1 416 016 A1 



Preparation Procedures 
[0189] 

A: Components 7 to 11 were mixed liomogeneously. 

B: Components 1 to 6 were combined to disperse liomogeneously and tine resulting dispersion was added to A to 

obtain suncut miiky iotion. 

[0190] Suncut milky lotion thus obtained was found to have a fine texture with a light spreadability and have a non- 
sticky touch and leave skin moisturized and hydrated feeling as well as a long lasting coverage effect. Ultraviolet ray 
protection effect maintained long. In addition, it was found that the present suncut milky lotion caused no change in 
quality with temperature changes and time, having a very excellent stability. 

EFFECT OF THE INVENTION 

[0191] The powder composition comprising siloxane compound according to the genera! formula (1 ) and the disper- 
sion of powder in oil comprising siloxane compound according to the general formula (1 ) have an excellent dispersibitlity 
do not cause aggregation nor settling of powder with time, and do not arise odor. The cosmetics according to the 
present invention formulating the powder and the dispersion of the powder in oil have a light spreadability, non-oily 
touch, leave skin moisturized and hydrated, and provide refreshed feelings upon using. In addition, makeup coverage 
maintains long and it was also found that the present cosmetics did not cause quality change with temperature and 
time, having a very excellent stability. 



Claims 

1 . A powdercomposition (A) comprising polyglycerin-modified silicone having at least one silicone branch and powder 
and/or a coloring agent, wherein the polyglycerin-modified silicone having at least one silicone branch has the 
following fomnula, 

a^^b'^^c^'0(4— a— b— c)/2 ("•) 

wherein R"" may be same with or different from each other and is an organic group selected from the group con- 
sisting of C1.3Q alkyi groups, aryl groups, aralkyi groups, fluorinated alkyi groups, ami no-substituted alkyi groups, 
carboxyl substituted alkyi groups, and organic groups having the general formula (2), 

— CdH2c^O-(C2H40)^(C3H60)fR^ (2) 

wherein d, e, and f are integers with 0<d<15,0<e<50, and 0 < f < 50, is a polyglycerin derivative having 
the general formula (3) or (4), 
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(4) 



10 wherein is a hydrogen atom, a C^.ao all^yl, or R^-(CO)-, being a C.| _ 3Q hydrocarbyl group, and Q is a divalent 

^3 . 20 hydrocarbyl group which may contain an ether or ester bond, s is an integer of 2 to 20, and t is an integer 
of 1 to 20, and is organosilicone having the general formula (5), 

15 

I 

-CgHsg- (SiO) >,-SiR'3 (5) 

20 

wherein g is an integer of 1 < g < 50 and h is an integer of 0 < h < 500 and 1 .0 < a < 2.5, 0.001 < b < 1 .5, and 0.001 
<c< 1.5. 

25 2. The powder composition (A) according to claim 1 , wherein 1 00 parts by weight of said powder and said coloring 
agent is surface treated with 0.1 to 30 parts by weight of said polyglycerin-modified silicone. 

3. The powder composition (A) according to any one of claims 1 and 2, wherein the powder is zinc oxide. 

30 4. The powder composition (A) according to any one of claims 1 and 2, wherein the powder is titanium dioxide. 

5. The powder composition (A) according to any one of claims 1 and 2, wherein the powder is an extender pigment 
such as mica, serisite, talc, and kaolin. 

35 6. A dispersion of powder in oil, comprising the polyglycerin modified silicone having at least one silicone branch 
according to the formula (1), powder and/or a coloring agent, and an oily medium. 

7. A cosmetic comprising the powder composition (A) according to any one of claims 1 to 5. 

40 8. A cosmetic comprising the dispersion of powder in oil according to claim 6. 

9. A cosmetic according to any one of claims 7 and 8, further comprising unctuous agent (B). 

10. A cosmetic according to claim 9, wherein at least a part of said unctuous agent (B) is liquid at room temperature. 

45 

11. A cosmetic according to claim 9 or 1 0, wherein at least a part of the unctuous agent (B) is a linear or cyclic silicone 
oil represented by the formula, R®kSiO(4.|^y2j wherein R^ is a hydrogen atom, a alkyi group, aryl group, aralkyi 
group, or fluorinated alkyI group and 0 < k < 2.5. 

50 12. A cosmetic according to any one of claims 9 and 10, wherein at least a part of said unctuous agent (B) has a 
fluorine atom or an amino group. 

13. A cosmetic according to any one of claims 7 to 12, wherein the cosmetic comprises water (C). 

55 14. A cosmetic according to any one of claims 7 to 13, wherein the cosmetic comprises a compound (D) having an 
alcoholic hydroxyl group in the molecular structure. 

15. A cosmetic according to claim 14, wherein the compound (D) is a water-soluble monohydric alcohol or a water- 
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soluble polyhydric alcohol. 

16. A cosmetic according to any one of clainns 7 to 15, wherein the cosmetic comprises a water-soluble or water- 
swelling polymer (E). 

17. A cosmetic according to any one of claims 7 to 16, wherein, the cosmetic comprises another powder and/or a 

coloring agent (F). 

18. A cosmetic according to claim 1 7, wherein at least a part of said powder and/or a coloring agent (F) is fine powder 
of crosslinked dimethyl silicone, fine powder of polymethylsilsesquioxane, orfine composite powder of hydrophobic 
silica or spherical silicone mbber whose surface is coated with polymethylsilsesquioxane particles. 

19. A cosmetic according to any one of claims 17 and 18, wherein at least a part of said powder and/or said coloring 
agent (F) has a fluorine atom. 

20. A cosmetic according to any one of claims 7 to 19, wherein the cosmetic comprises a surfactant (G). 

21. A cosmetic according to claim 20, wherein said surfactant (G) is a linear or branched silicone having a polyoxy- 
alkylene chain in the molecule. 

22. A cosmetic according to any one of claims 20 and 21 , wherein HLB of said surfactant (G) ranges from 2 to 8. 

23. A cosmetic according to any one of claims 7 to 22, wherein the cosmetic comprises crosslinked organopolysiloxane 
(H). 

24. A cosmetic according to claim 23, wherein said crosslinked organopolysiloxane (H) is a crosslinked organopoly- 
siloxane which swells by absorbing silicone with a low viscosity of from 0.65 mm^/sec to 10.0 mm^/sec at 25 
degrees C in an amount larger than or equal to the weight of the crosslinked polyorganosilixane itself. 

25. A cosmetic according to any one of claims 23 and 24, wherein said crosslinked polyorganosiloxane (H) has a 
crosslinked structure formed by reacting a cross-linking agent having two or more reactive vinyl sites per molecule 
with hydrogen atoms directly bonded to silicon atoms. 

26. A cosmetic according to any one of claims 23 to 25, wherein said crosslinked organopolysiloxane (H) contains at 
least a moiety selected from polyoxyalkylene, alkyi, alkenyl, aryl, and fluoroalkyi moieties in the crosslinked mol- 
ecule. 

27. A cosmetic according to any one of claims 7 to 26, wherein the cosmetic comprises a silicone resin (I). 

28. A cosmetic according to claim 27, wherein said silicone resin (I) is an acrylic silicone resin. 

29. A cosmetic according to claim 27 or 28, wherein said silicone resin (I) is an acrylic silicone resin containing in the 
molecule at least a moiety selected from pyrrolidone moiety, long-chain alkyi moiety, polyoxyalkylene moiety, fluor- 
oalkyi moiety, and anionic moiety such as carboxylic acid. 

30. A cosmetic according to claim 27, wherein said silicone resin (I) is a silicone compound with network structure 
which is expressed as MQ, MDQ, MT, MDT, or MDTQ. 

31. A cosmetic according to any one of claim 27 and 30, wherein said silicone resin (I) is a silicone compound with 
network structure containing in the molecule at least a moiety selected from pyrrolidone, long-chain alkyI, poly- 
oxyalkylene, fluoroalkyi, and amino moieties. 

32. A skin care cosmetic comprising the cosmetic according to any one of claims 7 to 31 as at least a part of ingredients. 

33. A makeup cosmetic comprising the cosmetic according to any one of claims 7 to 31 as at least a part of ingredients, 

34. A hair-care cosmetic comprising the cosmetic according to any one of claims 7 to 31 as at least a part of ingredients. 
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35. An antiperspirant cosmetic comprising tlie cosmetic according to any one of claims 7 to 31 as at least a part of 
ingredients. 

36. A UV ray protective cosmetic comprising the cosmetic according to any one of claims 7 to 31 as at least a part of 
5 ingredients. 

37. A cosmetic according to any one of claims 7 to 36 in a form of liquid, emulsion, cream, solid, paste, gel, powder, 
pressed, multi-layer, mousse, spray, sticl<, or pencil. 

10 
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